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INTRODUCTION 

*- . ttti September 16, 1^5, an ambient air pollution study was conducted 
in the vicinity of U.S.S, Lead Refinery, Inc., located at 5300 Kennedy Avenue, 
East Chicago, Indiana. The purpose'of the study was to determine the cotDpliancê ĉ  
status of U.S.S. Lead in regard to Regulation 325 lAC 6-̂ 4, concerning fugitive 
dust.emiasions. "A copy of this regulation" can-be found in Appendix I, .:\vi 
Personnel participating ih this study vere Ed SurXa, Vic Windle and Daniel F̂ -
Hancock of the Emissions Sampling Section, Air Pollution Cbntr^il Division, 
Indiana State Board of Health. 

• - • • - • ' • * . 

PROCESS INFORMATION 

U.S.-S. Lead, is a secondary lead smelter. The furnace is charged 
with lead plates reclaimed from used batteries. The furnace was not in operation 
during the fugitive dust test. -

Potential sources Of fugitive dust are storage piles of furnace 
. slag, flue dust and battery casings located on plant property. Fugitive duet 
may also be generated by traffic within the plant boundaries. 

t SAMPLING PROCEDURES 
fc . --. " 

The test consisted of-siaultaneoiis ambient sampling at two locations, 
one of which was upwind (background site) of the If.S.S. Lead property, and 
another which was downwind (primary site) of the plant property. The location ' 
of the sampling sites for the test can be found o a the map included in Appendix II. 

The exposed filters %rere removed frcm the samplers and transported 
to the laboratory. The filters, were dessicated 2A hours and then weighed to 
the nearest milligram. 

RESULTS -

. <̂- The calculations for the total suspended- particulate determination 
are shown in Appendix III» Xtirz flow controllers .attached to each Sfampler' 
maintain a true air flow. The true air flow rate multiplied by. the total 
sampling time equals the total air voluae sampled. The weight of the filter 
catch divided by the total air volume results in the total suspended particulate 

-̂  concentration. A summary of the test results followsr . -

n TEST DATE: September^l^ J985 - ~ 
* PRIMARY SITE PARTieUllTffGarcENTRATION: 218 mlcrograms/cublc meter _ -
r BACKGROUND SITE PACTKl55A*S<^CENTTiATION t 122 micrograms/cubic jneter 
1 CONCENTRATICW INCREASE;- 96; igcrpgrams/cubic meter' 

coNausioN ' / • - - ' • • - . : 

llie maximum allowable particulate concentration increase as established -
in the Indiana Air Pollution Control Board Rule 325 lAC 6-4, Section 2(c), is . 
50 micrograms per cubic meter (primary over background). liie results of this 
study indicate a concentration incriease of 96 micrograms per'cubic'meter. -
Therefore, this source is not in conpliance with Rale 325 lAC 6-4, Section 2(C>'L 

- - _ In additioni the filter samples were analyzed for lead concentratioa 
usihg procedures outlined in EPA Method 12. Lead analysis results are summarized 
in Appendix IV. 
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TITLE 325 AIR POLLUTION CONTROL BOARD 

Rule 4. Fugitive Dust Eaissions - Haximum Allowable -

325 lAC 6-<(i-l Applicability 
Authority: IC 13-1-1-4; It 13-7-5-1 
Affected: IC 13-1-1-1; IC 13-1-1-4; IC 13-7-1-1; IC 13-7-5-1; 

IC 13-7-7-2 -

Sec 1. (a) -This Rule shall apply to all sources of fugitive 4ust. For . 
the purposes of this Rule, "fugitive dust" means the generation of particulate 
matter to the' extent that some .portion of the material escapes beyond the ' 
property line or boundaries of- the property, right-of-way, or easement pn 
t^ich the source is located. 

325 lAC 6-4-2 Allowable Emissions 
Authority: IC 13-1-1-4; IC 13-7-5-1 
Affected: IC 13-1-1-1; IC 13-1-1-4; IC 13-7-1-1; IC13-7-5-l-r 

IC 13-7-7-2 :, jUo^-irf^«*«« ».:.;-. *:^-

Sec. 2.^ (a) A source or sources generating fugitive dust shall be in' 
violation of this Rule if any .of the following criteria are violated: . 

(l) HaxiiDUffl Allowable Particles - A. source or combination of sources 
which cause tb exist fugitive dust concentrations greater tlian 67X in 
excess of ambient upwind concentrations as determined by the following./ 
formula: 

100 (R-U) 
U 

P = Percentage inc rease . " 

S = . . Number of p a r t i c l e s of fug i t i ve dust measured a t downwind..' 
r ecep to r s i t e . - , -~ 

V - Number of p a r t i c l e s of fug i t i ve dust measured a t iqnrind or 
-background s i t e 

(2) Potent ia l ' Resp i ra to ry Damage - The .futiCi'f9EidUftt i s comprised o^ 
-50X ^ r more Trespirable d u s t , ^ h e n t h e pe r cen t - j n c r e a s e o f -dost- concentrat ion 
i n Sec t i on f i v ) s h a l l be modified a s follwflf:"" 3 ^ ' ^ " " ' ^— ^- ; " 

f 

Pj = (1.5 - B) * .̂  ' • " : • ' . ' --.-

Uhere M = Fraction of fugitive dust that is respirable dust; P- = allowable 
percentage increase in dust concentration above background; ana P = no -' 
value greater than 67%. 

Pronilgated fi/27/80 
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(3) Ambient Air Concentrations - The ground-level ambient air concentrations 
exceed'50 micrograms per cubic meter above background concentrations for 
a 60-minute period. 

(4) -Visible Emissions - If fugitive dust is visible crossing the ..ipiŴ-" .g 
boundry or'property line of a source and may be-refuted by factual data ^ «' 
expressed in Section 2(a); 2(b)," or 2(c). , 

325 lAC 6-4-3 Combined Sources . -TS* • pipPP^f^^lf 
Authority: IC 13-1-1-4; IC 13-7-5-1 " ' ^:«^ , 
Affected: IC 13-1-1-1; IC 13-1-1-4; IC 13-7-1-1;-IC 13-7-5-1; \-A 

IC 13-7-7-2 

Sec. 3. ' Ca> The allowable particles shall refer to the total of all -
particles leaving the boundaries or~crossing the property lines of any 
source of fugitive dust regardless of whether from a single operation or a ^ 
number of operations. If the source is determined to be coiq>ri8ed of two' 
or more legally separate persons, each shall be held proportionately 
responsible on the basis of contributions by each person as determined by - . 
microscopic analysis. In such cases,-samples shall be taken do%fmnnd from 
the combination of sources and atthe fence line of each source.. 

(b) No source which is contributing to a combined downwind fugitive' 
dust concentration in excess of thfe limits of this Rule ̂ hall be required 
to reduce emissions if the concentrations at his property line are in 
compliance unless all contributors are individually in compliance and a -
combined fugitive dust concentration still exceeds the limits of this Sule. 
Each source shall then be required to reduce its emissions by like' percentages 
to achieve an acceptable combined downwind concentration. 

(c) When all contributors are individually in compliance and no nuisance 
to the surrounding community is created, the Board |uy waive the requirement' 
fcr further reduction in emissions by combined contjributora. -.: 

325 lAC 6-4-4 Mobile Fugitive Dust Sources ' . . * . ' 
Authority: IC 13-1-1-4; IC 13-7-5-1 
Affected: IC 13-1-1-1; IC 13-:l-l-4; IC 13-7-1-1; IC 13-7-5-1; 

IC 13-7-7-2 " 1 ; 

- '' - - ' • • • i • • • ' - i " * ' • • - _ i 
^ -i-Sec. 4. (a) No vehicle shall be driven or moved on'ai^ pnblic street, ' ^ ^ 
~road, alley, highway, or other tfaoroughfa're, unless]̂ ^ such ̂vehicle is »b~ ^ ŝ  — 
constructed as to prevent its contents from dripping, sifting, leaking, _or_ -' • - • - • -
otEeivise escaping therefromso as to create condition^idiidi iresnlt in ^ 
fugitive diist. This section applies only to the cargo any vehicle may be-
conveying and mud tracked by the vehicle. 

325 lAC 6-4-5 Methods of Measurement " 
Authority: IC 13-1-1-^4; IC 13-7-5-1 
Affected: IC 13-1-1-1; IC 13-1-1-4; IC 13-7-1-1; IC 13-7-5-1j 

IC 13-7-7-2^ : ^ " -

. Sec. 5. (a) Particle Numbers and Sizes - Particle quantities and sizes' 
vill be measured by manual microscopic analysis of a dustfall sai^le collected 
on a sticky slide or by «se of commercially available particle coontimg .̂  

6-̂ 4 
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devices which count and classify particles by micron size range, or other 
methods acceptable to the Board. 

(b) Ambient Air Concentrations - Ambient air concentrations shall be' 
measured using the standard Hi Volume Sampling and Analysis Techniques.as ^ -
specified by EPA in the April 30, 197lV Federal Register. 

(c) Visible Emissions - Observations by a qualified representa"tive of 
the Board of visible emissions crossing the prope.jty line of the source at 
or near ground level. 

325 lAC 6-4-6 Exemptions 
Authority: IC 13-1-1-4; IC 13-7-5-1 
Affected: IC 13-1-1-1;-IC 13-1-1-4; IC 13-7-1-1; IC 13-7-5-1; 

IC 13-7-7-2 

Sec. 6. The following conditions will be considered as exceptions to 
this 'Rule and therefore not in violation: 

(a) Release Of steam not in combination with any other gaseous or / 
particulate pollutants unless the condensation from said steam creates a ' 
nuisance Or hazard in the surrounding C(»munity. 

(b) Fugitive dust from publicly maintained unpaved thoroughfares i^ere 
no nuisance or health hazard is created by its usage or where it is demonstrated 
to tbe Board that no means are available to finance tbe necessary road 
jjnprovements immediately. A reasonable long-range schedule for necessary 
road improvements must be submitted to support the Board's granting such an 
exception. .-,:.. 

^c) Fugitive dust from construction or demolition where every reasonable 
precaution has been taken in minimizing fugitive dust emissions. 

' . . » - ' - • * - ' • " " -

(d) Fugitive dust generated from agricultural operations providing ^ . 
every reasonal>le precaution .is taken to minimize emissions and providing ~// ' "--,. 
operations are terminated if a severe health hazard is generated because ̂ f -'•- •/••• 
prevailing meteorological conditions. ' . ' - ' - , - ' -••-'.--^ 

(eO Visible .plumes from a stack or chimney which provide adequate « ' ' -
dispersion and-ase in compliance with other applicable Rules. r. ̂  

(f) Fugitive]^d^t from a source caused by adverse nieVeorologicar^"^ '•' -~' - '-*••• 
conditions. . -" r- - - -~ . ^ ^ ^ ~ " T — ^ " - ~~~ '"', 

325 lAC 6-4-7 Compliance ' 
Authority: IC 13-1-1-4; IC 13-7-5-1 > i ^ 
Affectied: IC 13-1-1-lj IC 13-1-1-4; IC 13-7-1-1; IC 13-7-5-1; 1 P 

- ; IC 13-7-7-2 _ . 

Sec; 7. (a) All'sources must cosily vith this Rule as "Boon as practicable ^ 
but no later than July 1, 1974. * - "̂ ' 

6-4 
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TOTAL SUSPENDCD rARTlCULAin CALCULATIONS . > ''̂  

. PRIMARY SITE . " 

(l^ Observed Air Flow (CBI) - From Flw Meter » _,_ CFM 

(2) True Air tlDtf^gf^tt^ Coritgolleff-L.'^- ' ^ "-^^g^/ainute \ ^ 

(3) Weight of Filter Catch (grams) = Final Weight (g) - Initial Weight (g) 

, 4.145 g "- 4.111 - g 

= 0.034 grams 

(4) Adjusted Total Air Volume £cubic meters) 

« True Air Flow (cubic meters/minute) x Time {min..) 

" 1.30 X 120 

«= 156 cubic meters 

(S) Particulate Concentration (micrograms/cubic meter) 

. » Wcipht of Filter Catch (g) ^̂  ^Q6 
- Adjusted Total Air -Volume (cubic meters) 

* 218 micrograms/cubic meter .. > 

10 



^|iiM«v 
(1) 

(2) 

// 

TOTAL SUSPENDED PARTICULATE CALCUL/lTIONS 

_ BACKGROUND SITE 

Observed Air Flow (CFM) - From Flow Meter = _____ CFM 

True Air Flow (Kurz .Flow Controller) • - i tp a^/ainute 

(3) . Weight of Filter Catch (grams)-= Final Weight (g) - Initial Weight (g) 

- . = A.Qfil " 8 - .4.04? , g 

' = 0.019 grams 

(4) Adjusted Total Air Volume (cubic meters) 

«s True Air Flow (cubic meters/minute), x Time (minO -

« 1.30 X 120 

156 cubic meters 

(5) Particulate Concentration (micrograms/cubic meter) 

:* 

Weight of Filter Catch fg) 
Adjusted Total Air. Volume (cubic meters) 

^^2 nicrograms/cubic ieter 

X 10' 

i ic?v:^V*^ 
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STATE BOARD OF HEALTH 

INDIANAPOLIS 

OFFICE MEMORANDUM 

TO: 

FROM: 

Vic Windle 

Phil Zillinger. W 

DATE: October 22, 1985 

i. Fedor -̂ -f̂  _^ 
W. Smith ̂ T T 
£. Surla / t k y 

THR"= -A. Fedor ^ 
W. Smith 

SUBJECT: Hi-Vol Samples From USS Lead Collected September 16, 1985 

The above mentioned saî iles were analyzed on September 24, 1985 
using the procedures outlined in Method 12. The following results were 
obtained: 

Sample 

Background 
Primary 

Fi l t e r Nimiber 

5021364 
5021359 

Lead Concentration (ug Pb/n3) 

0.375 
38.187 

\3 
1 

3^. 

••m 

PZ/bs 

' - ^ " ^ t m i i ^ l t ^ 

n 

a 

i 

A 

Stata F e m 433e 1 
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-Ix K—V.ttt>fsf.» Mttfccda 

U'iioJ 12. DulMDUna'ios of Liorjaaic Leid 
-(ji»»icni Frum Srstionary SOOICUJ 

1. ApplicMlily end P:inupia. 
l.J Applicabilirj'. T t i i metr.wl a;pll4f to 

' e d<(criTu:ialiori ci morsanic ita.'i (?bj 
T.ijiioni houi jpecijied jOLionuy tourCM 
• . ly. 

1.7 Pri.ic'pic. PdriicuJato jnt* SBXOUJ Pb 

2.3 Prtei»io(i.TT)i» tvilhin-Itbarntoo' 
prcci»ion, i i meVisared by tho a^tfliciant of 
var'<lion ranjt!) from 0.2 lo 9.5 percL>ni 
Idlativt to a rvJi-mtan concenLntlun. Tbcs* 
v«lu(:9 were based OR [ tu t coniluciecl at * 
gray iron founiUy, » Uad itomijo bniiRry 
manufacnirins plant, a jecondary leiij 
imclltr. and a lead recovery fumitco of an 
alkyl lead ni8nurJClur:.''.B plaol. Xha 
coiicenlroticn* encouniired durinjj ihesa 
leii9 i tnged frotn O.SI to 123.3 mg Pb/m'. 

2.4 Inlarferencca. S r̂fnaLajaiiXiiA ci/octa 

3.J.1 Probe Nonfe. PT:,IJC Liner. Pilot ' 
Tube. Dif/creatUt Prescure Caugu. Fiitcr 
Holder, n h t r Holing Syiiim, Melering 
Sytlem, I]«r«awler, »T\6 Cat Dcniily 
Odermlnilion Equipment. Sktnc »3 ^lelhod S, 
Sections 2.1.1 loM.fl and 2.1.a to 2.1.10. 
respectively. 

3.1.2 laipiitfers. Four impingcri ccnnecled 
in aeries wilk leak-free ground gliist nitinut 
or any iloular lenk.lree nonconiuminolin); 
rttlings. Forliic (int. third, and fourib 

I '.) Rehr€nc€. z t H 
TO 

R 
o 
M 

i t ^CT 
-MESSAGE 

/ / ^ S l)6CJJ/H4'jh^£ftTA/ 

^ ' e ^ J V. /\//QCiaL^ 

S ^ / ^ o/ ^^2^ 7^,/tSjffJ o-̂ ŷ ŷ ^'^^^^^''^C^^'^''/ /^<^an^>n^ 
' o J /Pf,:2^ is^ / ? 9 ^ 

/U-JltJ^c^ /Z A^^i/'̂  •g- /n 
' ' • , J , • r L't.'VJ*!" 

. V . f. r. 

r O L L O W - U P 
DATE MMi 

081 A W22 SS-3 Stale Form No. 1352 

^ m I l l t l l M U I V I L I L I ^ J 

• FKCDIPLV® MCP® M B F ^ t U . l , FA 

DRYCASf^lLirn 
-' / - ' 

All! TIGHT 
PUMP 

f i ' iu re ^-'•^- ' " - ' C J i i c Ic.'ili-Ti'plif'g \ " ' " - 14 
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<.•-.:• Filler. C?;3:Er. Stvrd.c Crjdc. Rfceve 
K-.ie: 93-: .\H. MS.A !I06E!i, t'-'rW.C: \c\ 
aiM- f-.r Pb, or biicr high-p:r:;v glass X̂ -
n;:2:s .v.trr,) o-33^!c bL^r:er. eVhibi'Jr.; i'. 
'err. (• 1.95 pgrcT: t-.Twicncy ;<0.C5 p.?ro:r.! 

1:. - sirr'.iir.J on OJ nicron dioc'.yl phthilale 
i.-.i-'ie pr.riiclci. Contluct tie fi;:;:-: effi'ioacv 
tf u: asi=e .^STM Staniird .Mcihcr? C::£:3-7i 
(:-:rirpor;;c'l by rc'sranc.^—w? J K-l ') v 
c e Icsl date frotr i £ jup-.Iit-'i i;w!iiv.-

4.1.3 V.'eler. Deiosiita dislillsdl to v 
ccr.fo.-:n ts .\tT.Ji Spedr:.-.;;i:r. Di:=3-77 
;iT:corvorj:cd by :iicru2-x—se7 5 V:.Vi\ 
T;-p; 3. U ri^h is;rcer!ri-.ior! c ' 
r:;:',LT TITZ r.-jj rvprct^j :c ' : ; ; 
s- ^!yst r^ay drlj;-; L̂ c pot.;s!.:-jri 
i:c-:r.r>rn:T-.3;!; '.:sl for c :::';^b'.J crj;? 
cu'.rjr. 

crrorc 
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3.2 Simple KecoveryrThe following ilcnij 
arc nei'Oi;d: 

3.11 Prolx-lJfif r and PrDhc-NoiiIi: 
Bruihei. Pcin Dijhu. Plj«iic Storage 
Conlainers. ind Funnel and Rubber 
Policeman. Same ai Method 5, S<xlioni 2.2.1. 
f J i rzO. »jjd Z i 7 . respectively. 

3.2.2 WiJb Dottles, Class (2). . 
3.2.3 Sample S»or»B«'^""'S'riers. 

ChrmietUy resbJaoL borosilicaie glaaa 
boiltts. for 0.1 mtnc j c d (HNO,] unpingcr 
and probu lolurions and wBihes.lOOO-mL 
U»e tcrrww:ap lint-n LHJI Hre either rubber-
backed Ttfion" orleuk-tee and resLstarU to 
dicmical -Hack by O.i N HNO.. (Karrow . 
mouth gbas bon.'cs have bcfa found to be 
Uss proOL* to leck^gti.] 

3.^1 CraduaU'd Cylinder aoxiyor Balance. 
To mciiurt ccndcmtd waler to wilKio 2 oil 
or 1 g. t'su a graduXed cylinder tbat Kas a', 
minimum capacity cf SCO mL aod « 
tubdiviiions no greater than 5 rsL (Most 
laboratory baUnces are c]p&Ue,oIweightag 
lo theneirest OLS g ot lea».l 

3.2^ FuoseL Ciiaa.. Ic aid in. sampk 
recovery. • •» . . 

3 J AnaJysis-Tbe foUowing equipmeni l l 
needed: 

S.n.l AUimIc Abiiaration , . 
Sp<:cimpho:£a)eicr. V.'ii^ lead bi:J.'oM 
cailiode Lnrop.and b^.-ii*' f c air/acetytcne 
flkinu. 

3.3.3 D!eta:cyd.-,rUii(.i.ll5-aTL:4/«'S-
3.3.< MctrJijjccEll;.:a.-MiLi4:crcSC'.VP0 

•.;7i>3 or enuivjlcTi. 
• 3.3 5 FiiiuLou.AppurufJS. Mjlipore 

. vocuum niuaL-DD ur.̂ 1. :requiva!enl. for use 
Hith L'le above me=:b.'anc fJlcr. 

3J.0 Voluc«uicFlaak3-:oC-mI.250-roI. 
an- i lKWral . 

i. ;/*•.>:•-vir. 
4.1 SiLinp!iji(. The reage.ils used In 

saniplbic aic as rol'av.'s: 
<.1.1 FilirL Ce!:.-.;<n Spcctro Grade. Reeve 

Angel 9H AH. XfSA llOO BU all with lot ' 
assay for Pb. or otbe; high-purity gfoss fiber 
fillers, without orgj.iic binder, (xhibilinc al 
least 09.9? penxnl c,1Ici<!ncy (<a.OS percuirt 
pcnctrjiion) on 0.3 micron dioctyl pfilbelalu 
smoLc paric.'es. Conduct the filter cffidcnry 
lesl using ASll.t Slsndhrd Melhod D 2980-n 

• or use leil dat.;i Irum the lupplicc's quaRry 
coniral profnim. 

4.1.2. Silica Cel. Crushed Ice. and 
Stopcock Crva>e. Same ai Method SJSecllon 
3.1.2. 3.1 .<. and XT.J. rtsprcfivcly. 

4.1 J W j i a . Dcioniicd disulled, to 
confonn to ASTM Spcd.'icirtlon D n!)3-7«, 
Type 3. U lic'i concentnnons nf orgfinic 
mjiitT jrL'noret|iec:rd lu be prcsvnr. Idi.' 
analyst nuiy iMcle the tnji.ttsiuni 
pErrnunjiiniiir tv-»l foro-odiiablc or[;onic 
inj l iv-r . 

<.J.'I f/iPnc"rtaU i; 1 iV. DiJ\iie (3.5 m( of 
Cniiccritrjieil VL'>"0, lo I liter *n\\\ di-ioiii^d 
Ji4lilli'<l »»"'f r. {]< rmy l>e J'-siruI>le tu run 
ti!jiiL.> hi'fiiri: fulii iijc to eli'-.vniilc a hn;h 
bUiik on lr>l siin;;i!cs J 

4.2 P r . ' i t v r l>iTi>.<ri<iioii. 6 N I I N O . is 
nec»!ed D i lu te I'J'J m l o f cnncT r . l r n l vd U N O , 
li> 1 l i l i T w i i h d c i i ' t i i i r d i l i ^ l i l l e d v«:il i-r. 

' kUf t t ion af It j j i - fiAHkct or tp»r \ r i i : )»fOil«c!s 
i . r t nut u t i t n t t i i * f•»'!uniT>'*iit l>y iha U ' j . 

4.3 Sample Recovery. a i N HNO, (same-
as 4.1.4 above] is needed forsaropte recovery. 

4.4 Analysia. The'ollovifl'ng reagents are • 
needed for aoalysis (use ACS rengcat grade-
chemicals or eouivolcni; unless oihcrwise 
specified]: 

4.4.1 V.'aler. Some a> 4X3 above. 
4.4.2 Nitric Add. ConcenlrDted-
4.4.3 Nitric Acid. 50 percent fV/V). Dilute 

SOO ml of concentrated HNOi lo 1 liter with 
deionized diTtilled water. 

4.4.4 S;ock Lead Standard Solution. 1000 
fig Pb.'ml. Dissolve O.ISSS g of lead rntratu 
|Pb(NO,;,] in about 60 ml of deionized 
distilled wRicr, add 2 ml concentrated HNOt. 
and dilute lo 100 ml with deianixed distilled 
waler. 

4.4.5 Working Covd Standards. Pipet 0.0, 
1.0, 2.0, 3.0. 4.0, and S.O ml of the stock lead 
standard solution (4.4.4) into 2S0-mI 
volumecric flasks. Add S ml of comrentraled 
HNOi to-each flaalc and dilute lo volume with 
deion'i2tti dirtiJIetJ w»ter. TTiese working 
standards contairrO.0,4.0, S.0.12.0.16.0, ind 

' 20.0 fig-Pb/ml, respectively. Prepare, as 
needed, additional slandards at other 
Concet:trafioti9 t n i sfmiiTr ma-nner. 

4.4.S Ail. Sarlable qoaliry for t l inuc 
absorpcion analysis. 

4.4.r Acetylene. Suitable qnalit)- for 
atomic absorption analysis. 

4.4.8 . Hydrogen Perrjridc, 3 percrrt C\7VT. 
Dilute 10 sil of 30 percent KiO. lo IDO tcl wa'J: 
dcionfitd distilled waler. 

5. Procsdu.'e. . 
S.1 SampfinR. Tbe compiexiri' of ' .hj 

method IS aucb that. Ul order to obtain 
reliable results, testers thoulc be trained ant: 
axpericDced with the lejl procedures. 

5.1.1 Pretest Preparation. Follow the aams 
genec^ti procedure giveo io Uelboc S. Sec^'os 
4.1.1. except the filler r:eed not be weigfcct£. 
- S.lJl PccUaicary Deierfrinaanr^ Follow 
Ihe came geoeral procedure giv<?o ixL.Vfelhocf ' 
5. Seclion 4.1.2. 

5J.3 Preparatjoo orCoUeciicsTuih. ' 
Follow the taoie generai. proccd;^e given b 
Meihads; Sectioa 4.1JL except. place.lOCI ml . 
of a i UNO. in eiu-h ol tbe fiiat iwo 
impin;ger3. lea ve ibe thinj isipi.igerea>pty. 
and transfer approxiraaleiy 200 \a 200 g of 
preweighed tUicj geLfrom.iJi cocuioer to tba 
foutib ImplngecSejLupiba tcAicu-sbowoJa 
Figure 12-1_ 

5.1.4 Lealc-CteckProceducca.fellow Iks 
generalteakH:!ieck procedures given (n 
Method S.Secliooa 4.1.4.1.(PceiesiLuk-
Check] .4 i4^ (Lc«fc.-Check.< Durioi the 
Sample. Run), ajid 4.1.4J [Pon.TciLLeaL-
Check). . . . . •= . 

5.1.5 Sum^b'ng Train OpeiAlloti.Follow 
the same general procedure given in Mclhcci 
S. Section 4.1.5. For each.mn. record iha i i l t 
required on a liala sheet such k« the ooe -
shown in tP,-\ klcOiOii 5̂  FIJ.*U.T i-2. 

S.1.C Cilrulation of Percent IkCkinetic 
Same as Miidiad 5, Section 4.1.ti. 

SJ S^npl,: llcepvcry. Ik-cm proper 
cleanup |>nicedu/e aa aiioii tc the prubela 
tciiiovi'il (rum llic alucL. al tlic rmi of ihc 
samplui|| p,-Mod. 

Allow (111! probe lo cun). When il c*n \ir 
safely handU-J, wi|<c off >li rii(ern.tl 
l>Brtic-.il<iii.- nwillrr near the ii,-> of liie probe 
puzile and piar.i • cap ovcriL Do noi c*i> c " 
IKL- prvit.e Up tig'blly Mhilclhe itn'.p!in|> '.'«<r. 

u cooItDK down as this would create a 
vacuum in ihe filler hoUlcx, tJius drawinij 
liquid from Ihe impingtra into the filler. 

Before moving the sampling tjain lo the 
cleaiuip me, rvmovr the probe from ihe 
sapling traio, wipe off liiu jilicone EfcKse. and 
cap the open outlet of the probe, be cjreful 
not lo loieany condenialu thut miijhi he 
present. Wipe off the silicone (jrtmr from the 
glassware inlet where the probe w<i fjsirn.-d 
and cap the inlet. Remove iJic umbilical toril 
(rom the last imptnger and cap Uir iDi|iin'ji:r. 
The tester may use ground-glass stoppers. 
plastic csps, or aeruin caps to close thi.-̂ i.-
openings. 

Tranifcrlhe-probe and ftlter-impinver 
aisembfy lo a cleanup area, which is clejn 
andprolected from the wind so that ihe 
c-hanccj of amraniimiling or losing "ihe 
sample arc mitRmized. 

Inspect the train prior to and durin; 
dlrasaembly and note any abnormal 
condincns. Treai the nimples as follows: 

S i l Confo/ner .Vo. 3 fFilter), Circiully 
removo the filter from the filter holder and 
place it in nt identified pcin dish conKiiner. If 
it ia necessary lo fold the filler, do so :-jch 
that the sample-exposed tide is inside the 
fold. Carefnlly transfer to the peih d i n miy 

• risible aample matter and/orfilltrf.'t/L-.-i ihjr 
adhere to the filler holder jiskei by ys-,n^ J 
dry Nyfon bristle brush and/or a ihu:p-eJi;Ld 
blade. Seafthe cant.-u.-^er. 

S.::.; CDtaaine.'.Vo. 2 (Probst. T<v.-,-i-i c^re 
that d-jst on llie oulsidi; ol llie prob.- or c'.!-..-: 
exienor scn'aces docs nul fet into :lic 
sample, qutLiniativtly recover iiiirp.'i: multer 
or eny coodansaie from the probe noi?l-.-, 
probe Cituig, probe liner, and front i.n'.'. j . ' :.':•.-
filler holder by washing ihesu coi::pa:H-iil: 
wtUi OJl N HNOr and placing the ivukh inio 3 
gjaci s&cple ticrage combiner. .Mcmure e.-iJ 
tecoriLi'.o '.be uearebl 2-ud) ihc loiu! :i::iuii;.i 
of 0.1 .N HNOt used for each rinie. Pc:)'ci:ii 
the a i N HNO' ttniea as foUov/j: 

Carefully remove die probe ""—' ' ai:d 
rinse tbe ioaute turfacet wiiL lu N' K ' s C ' 
from I wash bottle while hrustioi; o.-iib a 
t tai iJeu tlecl. Kylun-briclle hrmii. Uj-a>h 
«nt:l Ihe 0.1 N WiO, rime shows oo vi>ilile-
particlea. then nuke a GaaJ rinvr of ihc inside 
su.'Tace. 

Srush tad rinse wilh 0.J N )INO. the UislJu 
paru of Iha Swagalok futiag bi a iL;oi!.Lt ts.iy 
nntil BO visible particles remain. 

-Rinse the probe liner with O.l N HN'Oi. 
While tDtaliog (he probe to Ihut aU irniJc 
aurfaces will be rinsed wil!) 0.] N I I'NO.. lill 
the probe ajid squirt a i N KN'O. it-.;o ili 
opper and. Lei the 0.1 N Ib'.'O. drju: tii.-n ihu. 
lower end inio the uimple conlaine.'-T}>c 
tester niay use a class furincl lo a.J in 
Iransfrtrjjg Lquid wushec to du: c,.>r,.'.̂ ii.rL 
FotJow the ni»E w-.l]', a probe bruii:. liuM 'Jic 
prolie io au inclined jMiiuon. •iju-t u.: '.i 
HN'Ct into Ihc upi.'rr end of ihe p.-j!.... . . Cr. 
prahe brukh i>,l>cii!^ jiuihrd w,i:i a i»i.Li,,; 
action Ihrouj;)) llic prul;e. hulj d.c •.ii:';i'i. 
Container underneath the lowar enil ,t.' ii.c 
proltc and CJich any C 1 N ILNO. an.: a..u.ple 
matter Ihat i3 brutlinl from ilie piulie ll..:i 
Ow brul^ (hratii{h t.'ie prolie Cure U n a ur 
•tore vr:Ul no VI»IL1L- •.iinple lujltrr it. c . , : t e j 
•wt wilh Ihc U 1 N H N O . .iiid »•>•>•- r<-iii.,%.a un 
the prubtt liner i>i\ irisual m*p..,:i((w.. \** ti:., 
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• lainless steel or other metal probes, run ihr* 
brush lhroii||h in the above prescribed 
ni j . incr at legist six i imcs. smcir meial probes-
have small crevices in tvhich sample matter 
can t e entrapped. Rinse Ihe brush with 0.1 N 
UNO/ and qu jn i i l a l i v r l y collect these 
washings in Ihe sample container. After the 
brjshing m^ka a final nnse of the probe as 
described above. 

It is recommended ihal rwo people clean 
Ihc pmb* to minimire loss of sample. 
Between sampling runs, keep brushes clean 
and prolecied from conlamination. 

After insuring that all joints are wiped 
clean of silicone grejse. brush and rinsa w i t h 
0.1 U H,NO, Lhe ijisids of tha front bal l of the 
f i l let holder. U.-ush and rinse eacb sufacc 
tl:red times or mo.-^. if needed, to remove 
visible sample matter. .Mika a ri.".al rinsa of 
the br jsh and liJtcr holder. .Mtcr all 0.1 N 
II.VOi w.-nhir.ijs and i.ir.iple matter are 
collected in L'le san.ple container, lighten the 
l id on die sample container so Lhst Lhe f luid 
wi l l not leak out when it is shipped to the 
I j bo r i t o ry . .Moik Ihe height of tha f l i j d level 
to dett-.TEinc wbether leaJcage occu.'^ du.ring 
trjcspor'.. Label ihe contalaer to clearly 
identify its coaiesis- ' 

5.2J Cor.icuier ,Va 7 (SiL'ca Cel). Cbedc 
Ihe color of Lie iafl izaccg sdica gel to 
determine if it h j s been completely speol and 
m.iS^e .1 nolaoon of its condition. Transfer ihe 
si l i i . j ije! frc.'.i the ro-.J"vi imptnger to tho 
orii;;:idl contuir.rr i n J seal. Tlie tester inay 
u^e J for.SL-1 10 po.-r LSU suico ijel a.id i 

- rul ibe-?oI;cer.2n :o re^sve i e silica je l 
om l.'ie irDp;.".;er. It . i not necsjsi.-y lo 

.einove the i r rn l ! amour.i of puri;c!es that 
m j y adhere to the witlls and iire di.TirjJl to 
remove. S'Lice the ga.n in weight is Io be used 
for mcisl-jrc ca!c j ! j t :oas. do not usa any 
water or other liquiws to transfer the silica 
gel. If a balance :s available in dia field. Ihe 
tester may fol io.* prccrd-w-r for ContaLner 
,N'o. 3 under Secncn S.-t (^Vi j lysu). 

5.2.4 Co.';.'r;.-.<?.-A'5 •/(LTipinuers). Due to 
Ihe Idiije qua-itlty s l l:qii:d involved, the 
tester may pLce L^e•ic:pL•;3er solutions In 
several containers. Cle-in each of the first 
three impinge.'-s and coruiecluig glassware in 
Uio following manne-

1. Wipe the irrp:n j c r ball joints free of 
silicone grease ar.d u p ihe joints. 

2. Rotate and at.Idle each impiPijer, lO that 
Ihe impin^er cjn:ep:3 might serve a i a rinso 
solution. 

3. Transfer I h ; contents of ihs impir.gers to 
J 500-nil c r a j u j i e d cylLider. Remove the 
oultei bail jo in ! cap and drain the contents 
ll iroui' l i ih i ) o.ner.i::^. Do not separi la the 
li;i!>iiii::t parts {inner and Outer tubes) while 
t r . i n j f emn j thf i r car.tenls to the cyli.^de^ 
.Mea:,u,-e the l:(,uid voliL-^e Io wiLhjn 7 t : ml . 
A l l t r iL i l lve ly , l i n t rm i i i e ihe weighi of the 
li.|ici,l 10 w i ih i i : —0 j g. P.rcord in Ihe log the 
Volume o.' tveiijht of Iha liquid prrgent, along 
vviiJi .1 r,yt.it-o- of any color or t'llm observed 
in ihi- iin;iii'5;er cstcfi. The liquid volume or 
iv-.-i-;lil IJ r.ef.if J. alcTj ' h i i h L'lc jil iC.i rfel 

• t i i j . lu c.tiL'u!.i:r ttie jlj>:k ijns moisture 
••li'iil |i.-e Mcl.-..!j 5. .i-'iiiuie 5-3]. 
l .Ti i .nster li.e cenlentj to Conl j i i iur No, 4. 
^ fo'uic. Ill lie,IS a anJ 6 below, n,ensure 

«iul i i - iu i i l ihe tola! ainonni uf IVI .N 1!N0> 
vji-.t fur r i n j i n j I'orr jppruKinni l r ly 30 ml of 
l l , ! N t l , \ 0 , inin racK of Ihe first th.'ee 

Impingers and agilale (he Impingers. Dra in . 
Ihe 0.1 N HNO. through the outlet arm of 
each impinver into Cuntainer No. 4. Repeat 
this oper.il ion o second lime: inspect Ihe 
impiojers for any abnormal conditions. 

6. Wipe Ihe ball joints of the glassware 
connecting (he impingers free of silicone 
grease and rinse each piece of glassware 
Iwice wi th 0.1 N H N O i : transfer this rinse 
fato Container No. 4. [Do not nnsa or brush 
the slo33-lr i l tcd f i l l e r support ] Mack the 
height of (he Quid level to determine v/hcllier 
leaJcage occurs dunng transport. Label the 
cootainer lo clearly identify lis contents. 

S J.5 UUn^cs. Save 200 mJ of the 0.1 N 
H^s'O. used for sampling and cleanup as a 
blank. Take the solution directly from Iha 
boille being used and place into a glass 
sampta container labeled "0.1 N HNOi 
bLLaic" 

a J Sample Preparation. 
s J . l Container No. J [Filler). Cui tha fi l ler 

ioto strips and transfer tha strips and all 
loose particulate matter into a 125-inl 
Erfemneyer flask. Rinse the pelri dish wi th 10 
ml of 50 percent K\ '0> to insure a 
qii3j]tJtotive transfer and add to Lhe flask. 
(S'ole: U '.he total volu.me reouired in Section 
SJ-3 is expected lo exceed 80 mi. use a 250-ml 
£.He[ur.eyer flask in place of tbe IZS-ml flask.) 

5.3.2 Conlo inen ,Vo. 2 and No. i (Probe 
and Impingers). (Check the l iquid level in 
CooUiners .No. 2 and/or .Nfo. 4 and confirm as 
to w je lher or nut leakage occurred d\ir.n% 
transport: note observation on the analysis 
sheeL If Q poticeoble aicounl of leakage had 
occu.Ti;d, either void the s imple or lake 
3teu3, subject lo the spprovj) of the 
AdmiToSirator, lo adjust the final results.) 
Comb:nj Lhe conte.its of Containers No. 2 
and .No. 4 and take lo d.'jT.ess on n hot plate. 

S.3J Sample Extraction (or lead. Baaed on 
(he approximate slack gas particulate 
coDceccraticn and the total vo luce of stack 
gas sacpled. estimate the lotal weig.-.l of 
portcolate sample collected. Then transfer 
(be residue from Containers .No. 2 and No. 4 
to (be 125-inl Erienmeyer Husk that ccntaini 
tbe Slier us in ; rubber pol:c:.'nan and 10 inJ of 
SO percent HNO. for every 100 mg of sample 
collected in Lha train or a minimu.-n of 20 mJ 
of 50 percent H N O . whichever is larger. 

Place ihe Erienmeyer flask on a hot plate 
and heat wlOi periodic sti.Ti.'-.g fcr 30 mm at a 
temperaruro just below boili.-.g. If Lha sample 
volume fa l l ] balow i s tnl. add more 50 
percent hLNCi. A d d 10 ml of 3 percent H.O, 

• and continue heating for 10 mm. A d d 50 ml of 
hot (dO'C) deionized disti l led vtater and heal 
for 20 min. Remove the flask f r on Ihe hoi 
plate end al low to c o d . Filter thn sample 
Ihrough a Mil l ipore membrane filter or 
equivalont and transfrr the f i l t r a i : to a 250-
ml votumeL'ic flask. Dilute to volume wi th 
deionised disr.lied waler. 

5.3.4 Filter B:.ink. Dc iemine a filter blank 
using two fill i irs from each lol of fillers used 
io the sanipi-.;.^ Iran:. Cut each fi l ler Lnlo 
strips and ;<^zce each Mter In a sepn.'jto 125-
ml ErlenntFyer fiask. A d j l i ml uf 5U perce.l! 
R N O . and t re j l as ilescnbed in Seclion }.J.3 
l»ini{ 10 ml of 3 pi-tceiil l i , U , and 50 ml of 
bot. dr iontard disl i l led wn i r r . Filter ai.d 
l i i luie 10 li loal volume uf ](X> ml using 
deioni:ed distil led water. 

5 3 i 0 1 N HNO, Ulank.Take Lhsenliic 
ax i nil of O.l N 11.\0, to dryness on a slconi 

bath, add 15 ml of 50 percent f INO.. and t r« j ( 
•s described in Section 5 3.3 using 10 ml uf 3 
percent \ { , 0 , and SO ml of hot. deionized 
distil led ivaler. Dilute lo a total volume uf 100 
ml using deionized distilled water. 

S.4 Analysis, 

5.4.1 lead Oelerminalion. Calibrate the 
speclropholomeler os described io Section 0.2 
and detetmine (ha absorbancc for each . 
source sample, lha filter blank, and 0.1 N 
HNO> blank. Analyze each sample three 
limes in this manner. Make appropnaie 
dilutions, as required, lo bnng all sample Pb 
concentrations into (he liivear obsoitiance 
range of ihe speclropholomeler. 

If Ihe Pb concentration of a lompir Is t l thu 
low end of the calibration curve and hi(;h 
accuracy is required, the saniplu can be taken 
lo dryness on • hot plate and the residue 
dissolved In the appropriate volume ol water 
to bring it into ih« optimum rani^o of tha 
calibration curve. 

- 5.4.2 Mandatory Check for Matrix Effects 
on (he Lead Results, Tha analysis f u rP^ by 
i lorrJe absorption is senaitlva lo the cnsmica! 
eomposilon and lo (he physical p.-operiies 
[viscosity. pH) of Lho sample [mjirux. effects). 
Since tbe Pb procedure described here w i l l be 
applied lo many different sources, many 
sample matrices w i l l be encountered. Thus, 
check (mandatory) at least one samp'e from 
each aouTco using Ihe Method of Adc.i.ons to 
ascertain thai the chemical compasition and 
physical properliss of the so.Tiplu die nol 
cause erroneous analytical results. 

Three Hccepiablu ".Vediod of Ar id i i ioT j " 
procedures arc describuJ in i h : Ce.-.trx! 
Procedure Section of Ihe Perkiii 'iL'.mc: 
Corporation M jnua l (see Cilai ion 9.:<. If the 
results of the Method of M i m o m pr-accd.iro 
OR 'die source sample do not aKrec t^'ihin 5 
percent of ihe value obtained by ihe 
conventional atomic absorption analys'o, 
then Lha lestrr must reanalyze all saspies 
from Ihe source using the .Method of 
Additions procedure. 

5.4.3 Container So. 3 [Silica Cel). Th.a 
tester may conduct this alcp In the field. 
Weigh Ihe spent silica gel (ur silica gel plus 
impingerj lo tha nearest 0.5 g: rccor j i t . i i 
weight. 

B. Calibration. 
Maintain a laboratory log of al l 

calibrations. 
B.r Sampling.Train Calibration. Calibrate 

Ihe simpling (rain components according lo 
Lhe indicated sections of Method 5: Probe 
N O K I B [Section 5.1): Pilot Tube (Sect:2r. 5 : ] : 
Metering System (Section 5.3); Probe Heuter 
(Section 5.4): Temperature Cau^ci (Se;;l>an 
5.5): Leak-Check ol the Metering Syj:e.:i 
[Section 5.0): and Barometer (Section 5.7). 
. 0.2 Spectrophotomcler.Measure l.̂ e 
absorbance of the standard solulicns MfTig 
the Instrument settings rrconnncnded i y Lhu 
spcctropliotonieter nianufaclu.-r.'. Ke;c»t 
until good ojjreemrii l ( i : 3 perrrn i ] i ; 
obtaini-d t r lu-ee i i two coRieci i l i ie tcai^ings. 
r iot the ab«urbuncu j y -ax i j j v c r m i 
concenlrotiun in >i|; Pb/ml (x-axi]). Craw ot 
coii ipulf J slrai;jhl line through the luxs r 
poi lui i i of Ihe cuive. I Jo nul (O;LC Ihr 
calil irution cuivo ti i iough zero, bul if 'Jia 
curve diirs not puss lhiuu];h lha u.r,-::. j i at 
leasl lie closer lu llie onjj.n than :rOu>.'j 

. " J l -l&A 
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' 'Ofbance units, check for incorrectly 

,ured ilandardi and lor curvature in the 
aliliiation cuive. 
To deiermine stobillly ofthe calibration 

curve, run a blank and a standard after every 
five samples and recalibrate, as necessary. 

7. Colculoliom. 
7.1 Dry Cas Volume. Using die daiafrom 

Ihis lest, caloilale V„i.^). the loial volume of 
dry K«s metered correcled to standard 
conditions (20'C and 760 mm Hg), by usinj 
Equation S-1 of Method i- If necessary, adjust 
V.,.,.1 for leakages ac outlined in Section 0.3 
of Method 5. See ihe field data (heel for the 
a\era(;e dry gas meter temperature and 
average orifice pressure drop. 

7J! Volume of Waler Vapor and Moiit'.He 
Cunlent. Uiiiig duia obtained in tl-.is lest and 
l.'f[uations 5-2 and 5-3 of \fethod 5. calculate 
the volume uf wjier vapor V.i.^)] and the 
niiiisiuie conicnl l i„ of the Hack gas. 

7.3 Total Lead ir, S c j c c Sample. For each 
source sample correct the average 
absorbancc for Ihc conlnbution ofthe filler 
blank and (he O.l N HN'O, blank. Use (he 
calibration carve and this corrected 
absorbance lo determine Ihe fig Pb 
concentraiioo in ihe sample aspirated into 
Ihe sp'^ctrcphotometer. Calculate tlie total Pb 
content C'n (in MSI in the original source 
sari;j|e: carrrct for all the dilutions that were 
Cade to bring die Pb ccr,centraiiun of ;he 
(anipli; inic tiie linear ran^e ofthe 
•leclrcphotoneJcr. 

7.4 Lead Concenlration. Calculate Ihe 
alack gus Pb concentration Cr« in mg/dicm 
aa follows: 

C,»-K 
VmUu) 

Where: 
K = 0 001 mg/jig for mcirie units. 

ai2J05 IblfS f° ' English units. 
7.5 Uokineiic Variation and Acceptable 

Results. Same as Method 5, Sections 6.11 and 
6.12. respectively. To calculate v,,' Ihe average 
slack gas velocity, use Equation 2-9 of 
Method Z and the data from (his field test. 

B. AllBinoliva T u t MeLhods for Inorganic 
Lead 

8.1. Simultaneous Oelerminalion of 
Particulate and Lead Emissions. The (ester 
may use Method 5 lo simultaneously 
determine Pb provided dial (1) he ijses 
acetone (o remove paniculate from the probe 
and inside of the filter holder as specified by 
Method 5. (2; he uses 0.1 N HNO, in the 
impinriers. [3] he uses a glasa llb*r filler with 
I low Po background, and (4) he treats and 
analj-zes Ihe entire train eonienls, including 
Ihe impingers, for Pb as described in Section 
5 of this method. 

a.2 Filter Location.The tester may uae a 
filter between the third and fourth impinger 
provided thai he includes the filter in the 
analyiir for P'u. 

8.3 fn-siack Filler. The tester may use an 
in-iiack filler provided ll:sl [3] he uses a 

glass-iined probu and al least Iwo impinxers. 
each containing 100 ml of 0.1 N HNO.. after 
the in-ilack filler and (2) he recnecrs end 
analyzes the probe and Impinger cuntcnis fur 
Pb. Recover (ample from ihe nozzle wiili 
acetone if a parliculalu analysis is to be . 
made. 

9. BibliOj/raphy 
9.1 Pi-rkin Elmer Corporation. Analylical 

Methods for Alomlc Absorpiion 
Spectrophotometry. Norwalk. Connecticut. 
September 1976. 

9J AmericHn Society for Testing and 
Materials. Annual Book of ASTM Standards. 
Pan 31: Waler. Aimoipheric An«ly:ii, 
Philadelphia, Pa. 1974. p. 40-42. 

• 9.3 Klein, R. and C.Hvch.Slandanl 
Additions—Uses and Limitations in 
Speclropholometric Analysis. Amer. Lob. 
P.21-27. 1977. 

9.4 Mitchell, W.;. and M.R. Midgett. 
Delermining Inorganic and Alkyl Lead 
Emissions from biaiionary Sources. U.S. 
Environmental Proiecuon Agency. E.iiission 
Moniloring and Support t^iboruior^-. fve^eurch 
Triangle Park, N.C. (Ptecenicd at N.itinii.-il 
APCA Meeting. Houston. June 20. 19;e). 

9.5 Same as Method 5, Ciiaiions : to S 
and 7 of Section 7. 
« • « -« • 

(Sees. 111. 114, and 301(8) of Ihe Clean Air 
Act ai amended (42 U.S.C 7411. 74M. and 
7601(a))) 
(Dl aoc OlOMI FiM *-t>-tl. H ) .ml 
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a. I 

ENVIRONMEffTAL PROTECTION 
AGENCY X.-.. 

40 CFR Part 60 

IAD-F71L-2620-3] A C p C 

Standards of Performance for New 
Stationary Sources; Reference 
Methods; Revision to Method 12 for 
Inorganic Lead To Add a Method of 
Additions Procedure 

AGENCY: Environmental Protection 
Agency [EPA). 
ACTION: Final rule. 

SUMMARY: The purpose of this action is 
to promulgate a revision to Method 12 
for inorganic lead of Appendix A of 40 
CFR Part 60 to include a method of 
additions procedure, which deals with 
the resolution of any possible -
interferences in'the lead analysis. This 
revision is necessary because it has 
been determined that the method of 
additions procedures previously cited by 
Method 12 may not be readily available 
to the analyst, and were not suitable for 
incorporation by reference. This revision 
was proposed is the Federal R e n t e r on -
December 12,1983 [48 FR 53395). No 
changes in the revision have been made 
since proposal, as no comment letters 
were received. 

EFFECTIVE DATE August 24,1984. 
Under section 307(b)(1) of the Qean „ . 

Air Act judicial review of this revision . < 
is available only by the filing of a • 
petition for review in the U.S. Court of " 
Appeals for the District of Columbia --^ ' 
Circuit within 60 days of today's 
publication of this rule. Under section r 
307[b)[2] of the Clean Air Act, the 
requirements that are the subject of .-,'•• 
today's notice may not be challenged ,..., 
later in dvil or taiminal proceedings "" ' 
brought by EP.\ to enforce these c "; ;"=''. 
requirements, "[-..i -̂  ^ . . . . „ . • ; , . > , ^ 
ADDRESSES; ZJocAe/. A dockeCiiumber " 
A-83-38, containing materials '-•>•'-' ' -
considered by EPA in development of 
the promulgated ruleinaking, is available 
for public inspection between 8:00 a.m. 
and 4:00 p.m., Monday through Friday, 
at EP.^'s Central Docket Section {LE-
J31), West Tower Lobby. Gallery 1. 401 
M Street, S'W.. Washington, D.C. 20460. 
A reasonable fee may be charged for 
copying. 

FOn FURTHER INFORMATION CONTACT: 
William Crimley or Roger Shigehara, 
Emission Measurement Branch, 
Emission Standards and Engineering 
Division (MD-19), U.S. Environmental 
Protection Agency, Research Triangle 
Park, North Carolina 27711, telephone 
(919) 541-2237. 

SUPPLEMENTARY INFORMATION: Th i s 
; rulemaking does liot impose any ; . ' ' 
• additional emission measurement '^-.'- --
requirements on facilities affected by .•' 
this rulemaking. Rather, this rulemaking 
adds a supplementary analytical 
procedure lo a test method that would -
apply irrespective of this rulemaking. • • , 
This addition is necessary because the -. 
supplementary analytical procedure, -> •• 
which was previously cited by the. :^;i:..; 
method, is not suitable for incorporation 
by reference. ; T •_. " -: 
Public Participation : • '^-v' 

The revision was proposed and 

rule wilt not have a significant economic 
impact on small entities because no 

-additional costs will be incurred. This 
; rule does nol contain any information 
.'- collection requirements subject to OMB 

revievv under the Paperwork Reduction 
. Act of 1980 U.S.C. 3501 etseq. 

Sliis rulemaking is issued under Ihe 
-authority of sections 111, 114, and 301(a] 
of the Qean Air Act, as amended [42 

•1J5.C. 7411, 7414. and 76011a)). 

JTJsl of Subjects io 40 CFR Part GO 

%Air pollution control Aluminum, 
uAmmonium sulfate plants. Asphalt, 

Cement industry, C^al Copper, Electric 
published in the Federal Register on .̂ ;>_^ower plants. Class and glass products, 
December IZ 1983 (48 FR 55395). The ..--';Grains, hitergovemmental relations. 
opportunity to request a public hearing -~lron,Tjea'a, Metals. Metallic Minerals, 
was presented to provide interested _ ,-• -Motor vehicles. Nitric acid plants. Paper 
persona the opportunity for oral ~- . , . f. and paper products industry. Petroleum, 
presentation of data, views, or -. r- T Phosphate, Sewage disposal. Steel 
arguments concerning the proposed ':-'-.=:Suffuric add plants. Waste treatment 
revisipa but no person desired to make ^ = ^ 3 disposal Zinc, Tires. Incorporation 
an oral presentation. The public -. - '-r; 'by Reference, Can surface coating, 
comment period was from December 12, i-^tOfuric add plants. Industrial organic 
1983, lo February 27,1964. No ctjmment', diemicals. Organic solvent deaners. 
letters were received. L - . . -^,7-.jossil fuel-fired steam generators. 

Docket '"L' ~^.^rlrf Fiberglass Insulation. Synthetic Fibers, 

—The docket ia an organized and . - - . - - ' 
complete file of the infonnation "~ r : -, ^r.-Oated August i 1964. 
considered by EPA in the development r 
of this rulemaking. The docket is a 
dv'namic file, since material is added 
throughout tbe rulemaking development. 
The docketing system is intended to 

""JaUow members of the public and .-•".-
industries involved to identify readily ' -

..'.and locate documents so that they can . . 

.; intelligently and effectively partidpale 
_ in the rulemaking process. Along with -J 
,. the statement of basis and purpose of _...' 
- the proposed and promulgated rule and 

EPA responses to aigiuTicant comments, 
(he contents of the docket will serve as 

-- :.the record in case of judidal review .. . . 
; (Section 307(d)(7)(A)). '-,-':.- ;,_ 

jMiscellaneous ^_ 
-,: •: Under Executive Order 12291, EPA -. .v 

must juiige whether a regulation is 
"major" and therefore subject to the ,.' . 
requirement of a regulatory impact , , • ' ' . 
analysis. This regulation is not major y-': 
because it will not have an annual effect 
on the economy of $100 million or more: 
it will not result in -a major increase in 
costs or prices; and there will be no . 
signincaat adverse effects on -'.: - •' 
competition, employment, investment, 
productivity innovation, or on the ability 
of U.S.-based enterprises to compete 
wilh foreign-based enterprises in 
domestic or export markets. This 
regulatior. was submitted to OMB for • 
review under E.0.12291. 

Pursujst to the provisions of 5 U.S.C 
60Sib]. 1 hereby ciitify that tlie attached 

.".Ahrio L. Aim, 
' Acting A.dministTotcr. 

PART 60-{AMENDED] 

:r--40 CFR Part 60, Appendix A. Method 
.'12. is amended as follows:^ 

' l.'By revising Section 5.4̂ 2 to read as 
=fbllows: . . 

'-i 5.4.2 Check tor Matrix Etfects on Itte 
Lead Results. 

.-̂ "̂  "Since the analysis for Pb by atomic 
'TL absorption is sensitive to the chemical 
..composition and to the physical 
.properties (viscosity, pH) of the sample 

'• {matrix effects), the analyst shall check -
; 'at least one sample from each source 
'.'itsing the method of additions as • 
• - follows: 

Add or spike an equal volume of 
' ' itandard solution to an aliquot of the 
.- '^mple solution, then measure the ' . ' 
-..-absorbance of the resulting solution and 
: .tiie absorbance of an aliquot of 

unspiked sample. 
Next, calculate the Pb concentration 

-' C in ^ig/ml of the sample solution by 
' using the following equation: 

C=C 
A . - A . 

Eq. 12-1 

C«Pb concentration of Ihe standard 
•oiulion. fkg/mi. 

i i i 
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rate tables, which are proposed ' 
amendments to the International Mai! -
Munual (incorporated by reference in 
the Code of Fede.-al Regulations, 39 CFR 
10.1], and which are to become effective 
on the date service begins. No 
comments were received. 

Accordingly, the Postal Service states 
that it intends to begin Express Mail 
International Service with Norway on 
Oclober 23,1984 at the rates indicated in 
the table below.- . . . . 

List of Subjects b 39 CFR Part 10 ... 

Postal service. Foreign relations. •..- -'"-

NonwAV.—EXPRESS MAIL brrERNA-noNAL - -. 
. SERVICE ' ' ' ' . ' . ' ' ' 

CiaMff da iy iw l 1 

Up ID and •K&dng .-

—1 31.70 
J 3S.40 
i -at-io 

= ^ 
sieo 

(39 Ui.C: 401.404.407) ' • -
W. Allcai Ssmkis, 
Associate General Counsel, Office ofCcneral 
Law and Administration. 
| n D<>c w-e24 ; n i n l t - n - M . t - n tm\ 

MJJHC COtJC T71»-U-« 

ENVIRONMENTAL PROTECTION 
AGENCY 

40 CFR Part 60 ' ' . ' . ' 

IAl>-FRL-26J0-3l" ' • 

S tandards of P e r f o n n a n c e for New . . 
Stationary Sou rces ; Refe rence • . -
Methods ; HevisJon T o Mettiod 12 for 
Inorganic Lead T o Add a Method of 
Additions P rocedure 

i»ID »a »«M»ig --.-.̂  Correct ion ' 

SgOjDO 

10_ 

l i 
i s . 

»-
2S_ 

-J « 1 X 
J e.00 
_ ] « . » 
J JS.-«0 
J •!«.«) 
_| T iao J i s -
_• S3 so ! »6_ 
_ i 7 J 0 • 17_ 
_i •asc|u_ 
_ , «4«0 I 1S-
_ ! MJO : 2 0 -
_,ifle.oo;n_ 
—.'lO&.TD ' ?y 
_>iM.<o: a . 

24-

n.10 
M M 

4UD 

Z7_ 

»-
SC
S I -
3Z-

-11310 
4 1 ' ! ^ SO 
- i l K S O 

-127 JO 
- { i s i j n , 2 * -
- , > K J O ; 
jtnoo 

S i " ICGO 79-0231 

14270 l u 

M -

37_ 

: ] ; 

i s a i o ; 34 -
t s i s o A S S 
IST 90 | M -
l«l.aO i 37 -
164S0 i 3 1 -

4 0 -
« 1 _ 
4 2 -

. J l _ l ITZX ( 40 -
L 4 ^ ^ ° O i 4 1 
^17t.70?4i_ 

<«3.40 ' 43 -
tS7.10l44-

S3J0 
S7.00 
•0.70 
G4.40 
at.-io 
njD. 
7SJ0 
79 JO 
«ZJO 
16.S0 
•OJO 

•7.70 
10140 
lOSJD 
1 
I12S0 
i i&ao 
110.80 
123.00. 
127 JO 
tSI.UO 
134.70 
130.40'. 
142.10 
i4sao ' 
-i4asDT 
iS3J0r 
ItCJO 
ico.ao' 
1MJ0 
1M.0O 
171.70 
17S40 
ITi.TO-

-' In FR D o c 64-21131 b e g g i n g on i>age 
33B42 in the issue of Friday, August 24. 
1964. make tbe following correction: In 
coloms three, the equation at the bottom 
of the page should read: . , - . 

M X M C COOC 1306 01 II 

DEPARTMENT OF TPANSPORTATTON 
r 

Coas t Gitard , ' . . . . . 

46 CPn Part 170 

• » * HH* mt icBhUiH IB M O I t m » ol 
>i«iin»«on»lCuKa»0—3r>«aEnimiiw>nce»rti«id»r». 
S f twa Ay»«iiii«i< av tanq lor Hnov b> «>* orMmar t'. m 

i> » » ! * • i r O v • S w a AgfTMW ie> wt 
tookia cnug* « t&ao ia> • • » c o v e aco. r»g»>i»«M tf . 
*<• t u r t m m pMm pb iM u^ "^nuiutt and n H n t t U r j i . 
E j« rn* t m ptkmc i « iDg»«Mf i xMt » • m-n* Snwo* 
* t | i i» ' -«« ""O*! « ^ cot poB« snarga. 

A transmittal letter making these '-^-'•' 
zhanges in the pages of the Intematiohal 
Mail Manual will be published in the ' 
Federal Register as provided in 39 CFR ' 
10.3 and will be trassmitted to 
subscribers automatically. ' 

Suixfivision a n d Stability Regulat ions ' 

AGENCY: Coast Guard. DOT. 

ACTION: Rea l rule; correction. 

SUMMARY: This document corrects three _ 
incorrect definitions in the final rule . - 1 
issued November 4.1983.. . - ' 

FOR FURTHER MFORMATIOH CONTACT: 
Lt. Albert Vl. Horsmon Jr., Coinmandant.: 
(G-MTH-5yi3), Room 1308. U.SL Coast - . 
Guard Headquarters , Washington, D . C . 
20593.(202)428-2187. -. "; ; , . . . : . 

Discussion of Conect ion ; . ' 

|17tL170 (Amended] .• • - _ • , . ; ; ^ -. 
*, In the Federal Register of November 4, -
1983, page 51014, some definitions for 
the coefficient P in the inequality 
defining GM in 1170.170(ai are incorrect 
due to tj-pographical errors. The second. 
third, and fourth definitions for P are 
corrected to r e a t i : •" 

P»iJ55-f (L/1309)'metric lon$/m« . . . for . 
ocean terxice. Crest Ijiket winter 
service, or sen ice on exposed waters. 

P = . 0 O 3 3 - ^ ( L / l 4 . 2 0 0 ) M o n s / f t ' . . . f o r Grea t 
Lake* lummcr icrvice or aervice on 
partially proleciled waleri. '.• 

P=.tJ36+(L/l309)*melricton*/m*. . - for 
Great lakei summer service or service on 
partially prolecied walers. 

Dated: September 18,1984. • . 
Qyde T. Lusk. Jr, - • • • - ' •' 
Bear Admiral US. Coast Guard Chief. Office' 
of Merchant Marine Safety. ' ' • -
i n Oac M.2Sn: P iM ̂ M - t M S am) 
•MXStG oooc «ite>M4i . •-: I ' ' 

FEDERAL COMMUNICATIONS- ' ' . ' . " 
COMMISSION . - • : . • : ; ; / 7 " ' . - , ;]^ 

47 CFR Part 1 - " :'-• ' •' • - - " '• -"̂  • : 

Amehdntent of Part 1 of the Rules ,--. 
Conceming Practice and P rocedure ki ~ 
the Private Radio Services -: -tr-- - ' - i ; 

ACEHCY: Federal Coininunicatioas. -., ii-.•; 
Commission. - - - : •- - - • -
ACTION: Final nde: collect ion. ' - * T/iA'T-

SUMMARY: This document conects an-f^ _ 
error in the Appendix lo an amendment ; 
of the rules of practice and procedure in -
the Private "Radio Services. ' - * - • " ' 

FOR FURTHER INFORMATION CONTACn :i( -:• 
Robert De Young, Private Radio Bureao, 
[ZCHi 632-7175 - ',..^, .. - ; ., ,.. - ^ ... 
Mary Beth Hess . Private Radio Buiean. , T 

(202) 534-2443 • •'. - : - ' - : . 

SUPPtntEMTARY INFORM AT10K.; ^ - ' - , , ; 

Ertatum -^•,--. -.;.-. :-..;.-.. -.r •,.-;'.: "* 

- Reieaaed Seplemben7,T964."- '••— ' — .' 
Is the matter of ameodmenl of Pari 1 of the,'. 

Rules concerning Practice and Procedure in ' ' 
tbe Private Radio Services.'-' •-'-' - • ' - - - • ; _ ' 

On July 24.1984, the Commission '..' ;.:' 
released an Order (FCC 84-323] (August 
2.1984,49 FR 30943] in the above- " -̂  
captioned proceeding. Section 1.9Z5{f), r"^ 
(g) and (h) were printed incotrectly in .i-.K 
the Appendix. H o s e paragraphs ^ o u l d . 
read: . • . ' • ' - - - • • -^- ' -i 

f U 2 5 AppOcstton tor special temporary 
•iithorlzatton, temporary permit or " :' 
tcntporary operating autlwrtly. - . . , - - . , ,-
• . • • . • • - . » • . : ' ' • . • . • . - - • - • - . - - • - • 

. . . * ' - • . . ' - . , . 

(f) An applicant for a Ship Radio ' ' "* 
station license may operate the radio :;'.:; 
•tation pending issuance of tfae ship 
station authorization by the Comihission'^ 
for a period of 90 days, under a _, 
temporary operating authority,"-*' '"•-•" ' 
evidenced by a properly executed • '•' ' • ; 
certification made on FCC F o r a 506-A. - ' 

'g) An applicant for a Business Radio 
station license utilizing an already •''— '-'•'-
authorized facility may operate the ' . . 
radio station for a period of 180 daj-s, . -
.Lider a temporary permit, evidenced by 
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.IX A—Kpfkraaca Mallicda 
. • * . • • . . -

-li-'.Sod 12. D«lprDuna'j03 ol Liorxiaic Lend 
Liuiaiiom Frum Stationary Sonrus 

1. Appliccbility end Principle. 
1.] Applic2biii:>'. Ttui meij-.cd appUa* to 

; e dclcnniiiJIiori ci inorganic lead (Pb) 
-•siiocij itcz\ spedjled jialionary sources 

1.7 Prinsljiic. Pariiculaia and jstvous ?b 
Tiisiior.j urb v/ithdjnwn isokicetically from 
'.i: i,-.urce •ni! collfcied on a filter end In 

:uiu ,-;tTTic .-:cid. Tda coiitfCtc'J luinpic) i re 
.,;L-j|i:d ill i'cid io\c\'\i7,n jnd ajiijyicd by 
: ii.ic :,l'';jrpiion jp-.-ctrcnielr)' usin; vo air 
; .Myler.e flir.i'. 

2. Hai.yj. Sen:>itiviiy, Frodiion. anil 
'jrii.rai<t:.:s. 
;.l R.iiiHi;. for a mir.iauin analytical 

-curiiry cf ±1C p.rceol. Aa Jawer limit cf 
. (an ju i:i 100 fig. Tho upper liu-l CUD ba 

--.- i'JiTiibly CAtbiidtJ by iiiuaon. 
.1.1' Aj-.Blyllcal£in»itivtt/. Tjvicsl 
-litiiilies !o.- 3 1-ptrcen: chanjir in 
-orriion (C.OO-M jbsorDincn i=-jl5) are 0.2 
J 3.i '^g rU/r-il for t̂ .e n7.0 and 283.3 nm 
nl. rL-3pec;ive!j'. 

Z3 PreciaiorL Thu nn'thin-laborotorj-
preciiion, as ms'.isured fay lho cctffici«nl of 
variilion ranjej from CI lo 9.5 percent 
ralative to a Rir-mean concenu^don. These 
valuta weru based on loi-.t conducted a) a 
groy Iron found./y, a \eed jtonijiB bntiftry 
manuracturiog plant, a secondary lend 
itr.cllrr. jnd a lead recovery fumuca of an 
• lltyl lead manufacturir-g plant. Tbv 
coiicentroiicnt encountered during ihcsa 
tet Is ranged .'roin 0.61 to 123.3 mg Pb/m'. 

2.4 Iniarfetencfa. S;.'mpla lajLi.x effects 
may Inlcrferd with ihir analysii for Pb by 
t\»tr.e atomic ibeorptlufi. U l.Mj inlerfunince-
Is sujpecied, the a.-ialyil may cbn.~im the 
presence of ihese malri;< effects and 
frequently eliminate lha interference by using 
the Method o.' Sla.idard Additionc. 

Hisjii cunceiiiratioiis of copper mcy 
(nisrfi re with the ar.alysii of Ph al 2i7JJ at!\, . 
This inlcrference can be avoided by 
an.1l/zing the sarnplei at 2a3J nm. 

3. Apporclin. 
31 Sampling Train. A schematic of iht 

sampling train is shoivn in Figure l2- i ; it ij 
simiUr to the Method 5 train. The aanipiin-j 
train consists of Lha fcilowing compuncnis: 

3.1.1 Probe Noii 'e. Pribe Liner. Pilot 
Tube. Diflertnlial Pressure Gauge, Filter 
Holder. Filler Heating System, .Metering 
System, tlaramrler. and Citt Dcniily 
Oelerminalion Equipment. Same ss Method S, 
Sections2.1.1 to 2.1.S and Z.l.Q to 2.1.10. 
respectively. 

3.1.2 laipingers. four impingcri connected 
in series wilh lraV-fre< ground gLss filtini's 
or any flmilar leak-free nonconluminatlnj; 

.fittings. For Ike first, third, and fourth 
impingers.Kte the Cteenburg-Smilh design, 
modified by replacing the tip wiih a l.'J cm 
(V> In.) JO glass lube extending to ubaul 1.: 
cm (V4 in.) from the boiiom of the flaik. For 
Ihu lecondiaiptnger, use Ihe Creenbunj-
Smilh design with lh(̂  standard Up. Pluce a 
Ihermomeier. capablK cf mKusurirg 
lemperalure la wiihm rC.(2'F) at the oul.'c! 
of l\>e founk impinger for moniloring 
purposes. 

I 

TEMPERATUnESLNSOR 

pnoDE 

P I I O T T U B E 

p n o B E 

lEMPERATURE 
SENSOR 

HEATED A R : A TIIEHMOMETEn 

FILTER nOLDEn. 

THERMOMETER 

ntVERSE-TYPE 
PIIQT TUUE 

CHECK 
VALVE 

VACUUM 
LIKE 

VACUUM 
GAUGE 

THERMOMETEnS 
MAIN VALVE 

DRY CASMLUn Ain 7ICHT 
PUMP 

r i ' . l i i rc 1 ? 1, l i i c f ^ j n i f If.-iJ i . i f i ipl i i ig i r a i i i . 20 
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•' • ^ " ! ' ' ^ £ £ . ^ - . - — • " • - " 
•;. F-jr.:;r::-j. 
.i.i • • • 
<.-.." Fii;er. G»'.31E.I Soocirc Crjrfc. Heeve 

/.-.gel 9J^ .^H, K5S.\ !106"SJ-i, a:;̂ !̂•;•. IC. 
e£sa: fir Tb. or cJier tiga-p-.-rlly giass I t -
ri;;-:rs vv;trci.t orjs-'.xbLiccr. exhibl'd.-.g i'. 
' .r;. Si.SJ pgrcir: e.Tidcncy }<0.03 pcrcc.; 

;;. - str.-'.ion) on OJ laicron dioc'.jl pr,!hai.i'.e 
i IT::;}:-^ p.irtic!e3. Contact the Fdlc-r effi'icncv 

•.';; 3si=g .^STSI S-acdotd Mc'hod C:^;3-71 
(l.-.:r,roo-w-:o-: by rc'ersnc.v-wse J 6::.1T) <-.-
c-e tcs! date from u!« riir<r-"i*'i C^Ii-.-

4.1.3 VVdler. DriOMfita dis-illedL ta 
ccr.fo.—. [3 .IST:* ' S?e'3::r.;:i:r. D l i n - ; ? • 
•,:-cori-ar;i::!d 'oy lofc. ts i—se; 5 K-.l/':. 
T: ; ; 3. if 'r.-l̂ h cc=cert:;-.-;or: cf czrz lc 
r.::--'.:r 3:3 r.=; rvpeCid ;c bs prtren?, -J-.*; 
r-.-.:!ys; Clay iy.i:\-; 'J-.c pot.:Eii'jn 
i:e.-:r.n.7n:-3'.r? Hit fr." c-.T.':iib!j erjan-c 
c:;!;cr. 

.«=« 

O-f. 
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a.2 sample KecovtryrThe following iltmi 
are netdi'd: 

3.2.1 Prol^Unrr tnd Probc-Noiilc 
Brushes, Pi-iri Dijhes. Plastic Storage 
Conlainers, and Fimne! and Rubber 
Policeman. Some •» Mcihod 5. Sixlioni 2.2.1, 
l y i rZ.G. and tZ-T. respectively. 

J .r2 Wjsb Dottles, Class (2). . 
3.2.3 Sample S<orn;i: Conlainers. 

Ch^miceUy reaiitaaL boroiilicKteglasa 
boilles. for 0.1 taint acd [HNOi] impinger 
and probe soludoos and washea. IflOO-mL 
U»e screw-tap lini-rs that Hre either rubber^ 
backed Tef.o:^' or lenk-free and resiitofU to 
dicmicsl illicJc'oy 0.1 ,N' H.N'O^ lI>iarrow . 
mouth gljsu bor.'ei bave be>m found to be 
IcSi prvne lo lee!>>;e.) 

\X.K Craduaicd Cylindec and/or Balance. 
To measure ccr.dc.nied water to within 2 ml 
or 1 (. L>!u: a graduated cylinder that hsixz.--
minimum cipadty cf iOO uU. and 
tubdivijions no greater Ihtn SisL(Mosl 
latKicatory LaUnces ire capable.a£ weighing 
to the-ne-f«3l Q-ig or lesrl. . 

3X& Fuc2eLCIaAa.tc.aidin.s4mpie 
eecov«:ry. • -• . . 

3 J AjiA]yus_Tbe foUowing equipmenlla. 
neL-deiL 

3..1.1 Alum;':: Ahtjrp;-.~.rr . . 
SpJCO-ophouyaeiC. V.ith iead hiiUow 
caihoJe !jLi:i[i.Lr,d bi.-r.-aiT fur jur/MCslylene 
niiLc 

3-J.2 Mi ' . r ' j l c 
3.3.3 Crlcu=eye.-.ru:i'*l. 12i-nL24/lQS-
3.3.t Mcrrirjac rlli.-cs.-J.ljUiponiSCU'PO 

'»;ri>3cr L'lurvjie-ii-
. 3.3 S Fiiiiilicu .-^pparul-Ji. MiCiporo 

, vac-.ii;m fJlraL'Dn u.'.-i. :requivi)e.-U. for use 
with die ibovc me.-Bbroiic fiiler. 

3J.C VoluEeiricFlas'Kj.llJG-rnl. 250-mf. 
and lOOC; raL. 

•1 .-(C-JJ-.P:.:. 
4.1 Sii-iipiicg Th: reigi.'ds used In 

aanipliiig <tc a falloi-.-s: ; 
«.1.1 Fillet C<J;r.jn Spcclro Grade. Reeve 

Angcl 9 » AH. KfSA llOQ BfL all wiLH lot. 
assay for Pb. or olbe.- high.purity gfass fiber 
filicrj. without or;.i.'-.ic binder, exhibitlni; at 
le*>I 0955 penxflt c.lJciency (<0.05 percunf 
pcntirjiian) a:i 0.3 micron diocfyl plilbaluliJ 
jmnVe particles. Cond-jct the filter efficiency 
lesl using AS^l.t SlI,^d^.rd Melhad 0 2980-tl 

- or use lest daU [rom the lupQllec'T quafiry 
cvnlrvl prcpram. 

4.1.2. Silica Cel. Crushed Ice. and 
Stjpcock Create. Sd.Tic a i Met.'iod 5,. Section 
3.1.2. 3.m. and 3.1.1. n:3pi;cTivc[v. 

4.1.3 WjicT. Dcianiii'd disnllcd, to 
conform lo ASIM Spec:.'icir.!on D n93-7». 
Tyjic 3. If LIE'; concrninnans of organic 
mjtlLT ,irv; nofeTpecrrd fu be present, IIIL" 
analyst nuiy i!v-li-lc i!ic jrot-issium 
perinunjjfimr l o l .''aronJiiabfe organic 
r j i k r . 

<.l.-t KitTrc'And. Ul W. DifulcO.S miof 
cniifcriirjlcd H'.'O, lo 1 liter will; riitiiiiijcd 
diklilt.-tl v«Hh:r. (Il n a y l>c di-aiTublc lu run 
i>.'.ii:l̂ > hi-'iTt- fii-.'i "Jt- lî  clim^'iili." « liii;h 
bUiik DM lr>l .'>ini:;.-:ts } 

•i.: I 'liitfthTiiJuiiioii.6NfUNO.Is 
n«n!i-d. Utluir J'/J ml of concertrnk-d 1 INO, 
111 1 lii|.r wilh dcK'iiord ili-..iilti:d wiiii-r. 

*|.U'fiiinn \\ II^r nnn^ci of •(kvnrHryrniliiels 
i iri fkui umkiHtii* ••niurirri^nl by tin U I>. 
Ctiv'irurubfu'.al i' 1.1.-tii A|fr<iry. 

4.3 Sample Recovery, ttl N HNOi (jame-
as 4.1.4 above) is needed for sample recovery. 

4.4 -Analysis. The following reegenta ett. • 
needed for aoalysis (uM ACSrcngcot grade-
cheniicali or equivalent; uclcsc ot.'verwiae 
specified]: 

4.4.1 Waler. Same aT 4J.3 above. 
4.4.2 Nitric Acid. Concenlmled. 
4.4.3 Nitric Acid, 50 percent P^/Vf. Dilute 

500 ml of CDiicentrated HNOi to 1 liter wiih 
dcionlied diiTilled water. 

4.4.4 S'.ock Lead Standard Solutioo, 1000 
pg Pb.'mt. Dissolve O.lSSe g of leidrntrate. 
[PblNO,;,] in about 60 ml of deionized 
distilled wnicr. sdd 2 ml concentrated HNO.. 
and dilute to 100 ml witli deionized distilled 
water. 

4.4.5 Wa-VIng tend Slandzrds. Pipe! O.a 
1.0, Z.0.3.0, 4.0. and 5.0 ml of the itock lead 
sta.ndard lolulion (4.4.4) into 250-m} 
volumetric flasks. Add SmI of concentrated 
HNOi to-each flaslc and dihtle to voiume with 
deioniied distilled w»ter. These working 
standards conlaiirO.O, 4.0, 8.0,12.0,16.0, and 

' 20.0 Jig Pb/ml, reipectivrly. Prepare, as 
needed, addilionst slandard: at other 
conceatrafiorj tn» rimilar manner. 

4.4.B Ail. Sahable qnsliry for ilbmic 
sbsorptfon anilj'sis. 
• 4.4.7" Aceiyie-ne. Suitable qcalify for 

• totric absorption tnalyvi's. 
4.4.a . Hydrogen Peroxide, 3 percesr (VTV). 

Dilute lb m! of 30 percent H | 0 , to 130 cil wnii 
dcionrzcd disti'.led water. 

5. Prcccd'-^rf. 
5.1 Sasi;;;;.-!^. The cocJpIoci.l' oi'L'iis 

method ts lucb LSal, in order lo obtain 
reliable resulli, testers sfKiuld be trained tr.d 
experieocec wilh die test proccduns. 

5.1.1 Prttest Preparation. Follow the tame 
geneniJ procedure giveo ic Melbod 5. Sec^ica 
4.1.1. except ihe £lie: ceed nol be weighed 
• S.l.i Pcclî nicJL'-y Delejminaonrv. Follow 
Ihe (a=ic geaexal procedure givea iiL.VeLbo:f , 
5, Seciiso-iJLi . _ .. 

Sa.3 Prtpsntion of CoUeciioc Train. 
Follow ih£ (aoie geserAlprocedure given la 
Method. ST Sectioa. 4JJ , . except place.iaool 
of a i UNO. i c eju± of the fiul two 
impiogers. leave ibc ihi.'d impinger empty. 
and transfu approxiiaalfly 200 lo 300 3 of 
preweighed iJiCJ gelfrom.llt cociaioer io tha 
fo-.:nb lcpince£.Sel.upi]:a tiaicti-aliowain 
Figure 12-U 

3.1.4 LealL-Cbeclc Proceduici. Fellow iLa 
general lealL<heck procedure* given In 
Mcihod 5.Seciioci 4.l.4j,(l>teiu(L£4lc-
Checkl. 4JL4.2 (Leak-ChecXt During ihe 
Sompl^Eual. a r J 4.J.Cl(Poiii-TciLLj!at.-
Checl̂ l •: . 

5.1.5 Sitc^-ibng Train Opcial 'ac Follow 
the same ger.eral procedure giver, in Mcfhsd 
5, Sectian 4.1..5. For eiicH. nm. tccs.-d I.Sa djLU 
tettuired o:\ a Jala ihecl lucli k< the ooe 
showr. ic EP.\ ilcOiod S. Fn;urT 5-2. 

&.l.(i (Z'i'.rijIaiiaR orK-rcenllkOkuielJ^L 
Same as kV-t-Sod 5, Scctiun 4.1.A. 

i-T Scinp'.c iinCDvery. IW-jjin proper 
cleitnup i>rih:edure ai •iioii ac Ihe prub<! la 
reiiiovi'il frt.:ii l!ie aUiJ. •! I'ltc end of the 
sanvpla-.g p«*itod. 

All jw Uit- proLc lo ct>nl. When il can ll<̂  
safi-ly h«oJl.-d. wlj-e oft uli e>lt:rniil 
p«rtic--'i<'i- rijticr near iht- li;i of die pfo!>e 
pu:>!c kî d p'*C4 a cjp over iL Uo nol c p c " 
til.: pr-i.'.c bp ligiidy Mhiin itu; icn:p!ir|r "« : i 

i* CDolioff down ai this would crralu a 
vacuum ia Ihe Tiller hotder, dius drawini; 
liquid from the impingtra into the filler. 

Before moving ihe sampling (rain lo llie 
cleanup aite, remove the probe frorn the 
sapling traio, wipe off die silicone greHse. and 
cap ihe open oudel of the prubc. Uc Cirvful 
not to lote any Conden-.;«lalhul mi|{ht IIL-
pretenl. Wipe off Ihe (iliconv greuar fi-om tliu-
glassware inlet where the probe w«s fj j irr . 'd 
and cap the inlet. Remove the umbilical cord 
from Ihe last Impinger and o p die iai|iini;i:r. 
The tester may use ground-gljis stoppers. 
plastic aips, or lerum caps to close ihe-^i; 
openings. 

Tnnafer the-probe and fillerMmpinjcr 
• ataembly lo a cleanup area, which is cle jn 

andprolected from the wind ao ihut ihe 
chances ofcimtamirrating orloaing die 
sample are miinmiied. 

Inspect the train prior to and during 
dlnsiembly and note any abnormal 
conditions. Tren ihe nmpi rs as fotloivs: 

5.2.1 Container!^o. 1 rRlterj, Ctrt-fully 
remove die filler from the filter holder and 
place it m iisideniified pcirt dish conuincr. If 
il is necessary to fold the filter, do ta s-jch 
thai Ihe s.-impte-exposed (idi: is inside IIIL-
fold. Carefully transfer 10 the pelri d.-s,h miy 

• visible aample matter and/or filter libi-r: that 
adhere to ihe filter holder gasket by yr.n^ 3 
dry Nyfoo bri^Ue brush and/or 1 ihtrp-edrcd 
blade. Seaflhe caniai.-ier. 

5-iJ Conlciner No. 2 (Probe). Tit.-i-^- ciin; 
thai dust on ihc oulsidi of llii; prob.- or civ.L-r 
exterior sorfjces dcrcs nul (;ei into the 
sample. qutt.itila(ivtly recover I'lmpii: muiier 
or eny condensate from die proOL no.-.̂ !-.-. 
probe filling, probe liner, and (rDni hulf jf ilie 
filler holder by washing ihcsu corapo.ieiH: 
wilh OJI N HNO. and placJ/ig lim ivut.n iiiio :i 
gisti soople klorage conlnlntr. .•v'tcuiurc >.:id 
recordflo tJie searesl 2-inil Uie lojul j^.-idu.-.j . 
of 0.1 N HNO. used fo; eacKruitc. i'c[i'oi::i 
the 0.1 N HNO' nnses as followi; 

Carefully remove ibe pn^e ou=Je and 
rinse the inside tur^acei wiiUOil N K'OO'^ 
from a wasb bottle while brusLisi; wiib a 
xtkinteau steel. K'yioa-brutle bnuJi. Ui-o^h 

- antil the 0.1 N HNOi rime shows oo vi'vibli.-
panides. than nuke a fia.-d xio.u of uie in^idi: 
lurface. 

Brush and rinsa wiih 0.1 N KNO, the liis.lJj 
parts of lha Swagalok filling in 1 si.'n,!.u \<..iy 
until no visible particles remiiin. 

-Rinse Ihc probe lintr vinUa O.i N HNO,. 
While tolatiog the probe (O Ihet vt.' imiJe 
surfaces will be rinsed witii O.I N I iNO,. Uli 
tlte probe isnd stjulrl 0.1 N l-iNO. ii'.'.o ii:i 
upper and. L t̂ lho 0.1 .S' I t ' fO. JL-JL-I f.'uni the. 
lower end inlo the umple conL>ine:.T!>c 
letter m y ute a glait fijnnel ts Jid in 
transfemog tijuid wushec 10 0»: cunr.iii.L'i:. 
FoL'ow the riiiifc willi a probe bru:.!.. I iuM ilic 
pr\>be io au inclined |>otiiioiL fi^uu 1 c : '.i 
HNO, into Ihc \ipi;ei end of the p u l x «•. l!,,; 
protve brukh i>,l>i.-iii£ (lushrd wiiii • ik.i.uii,; 
action lhroiic!i l)ic prulie: hiild ll.i: t.ii:v>tc 
CUiilaifier uiidcriicalh the lowar ciiit vi.' ihc 
probe aiiilcjich anylJI .NILNO, an.: k.>iiipl..< 
matter ihut i-J biuttied fnini ll.e piuliv. K.IM 
|h<> biuih lhroii>;h i!«: probe OIITL- liiiiri ur 
more unol no vuitilr i.iiiiplc luall'-i ii. C m e J 
itui with Itie U 1 N H N O . .mJ ii.jii-- ri-iii.,,i., „„ 
Jm prubu liner un visual iiupvCium. \v,i'„ , 
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stainless steel or other metal pnibes, run the-
bri t ih ll iroii^li in the above prescribed 
ni,inntr at Icist siv tunes, since meial probes 
h jvc sniall crevices in which sample mailer 
c j n be en t r jpped ftinse the brush with 0.1 N 
HNOi 'and qu jn i i la l i ve ly collect ihese 
Wdshln^s in the s.imple container. After the 
bpjshjng mi'ika a finai nnse of the probe as 
dcscnbed above. 

l l Is rccDinrnenJed that two people clean 
the p.-^b* to minimize loss of sample. 
Detween sampling runs, keep brushes clean 
and protected from contalnination. 

After insuring that all joints are wiped 
clean of silicon-j greose. brush and rlnsa w i l h 
0.1 rv H,NO, thi> ij iside of lha front ha J of di» 
f i l let holder. Urush and rinse each su/acc 
tl-.retf times or mure, if needed to remove 
visible sample ma Her. MJka a flr.al rir.sa of 
Ihe brush and liJlcr holder. After al l 0.1 N 
l ir. 'Oi w.-i jhin^j und s.uiiple matter are 
collected in t'lk- s.irr;ple container, tighten the 
lid on die sample con'ainer so Lhat the f luid 
vvill not leak out when i l is shipped Io ihe 
Idbor j iury. M.uk ihu height of tha fluid level 
to deieniuiic whether le&Juge occurs du.rir.g 
i r jcsporL L ibel the cootaLier to dear ly 
iUeniify ils coo iua i i - • 

5.2-3 Contc imr N a 3 (Silica Cel). Check 
llic color of tiic indicnocg sdica gel to 
deiermine J it has been completely speol end 
m.ike ,1 nol. i l ja: i of i l i condi i ion. Transfer the 
s i l i c i >;el frcni tile foi i . th impinger tc Lhe 
ori>;.:!d! CQiitjiner and seal. T i e t ts lsr may 
u;,c J f jncel !o po'.ir Lhu sdicn gel er.d a 

• ruhUer pul icenan lo .-e:20ve i h i silica j e l 
om Ilie irnpm^er. It is not Decc3s::,-y lo 

. ( i r .o i i i the siTctll amount of paruc.'es that 
m;iy adhe^u to the WAI IS and ;iie di .Tir j l l to 
rvniDve. SLice Ihe ga.n in weight is lo be used 
for mclsi-jrc ca lc jUl iaos, do not use any 
w j l u r or oiher liquids 10 rrar.sfer ihe silica 
gt-l. LT a bala.ice is avadable in ihe field, the 
tel ler may fal low proctdi i re for Container 
No. 3 under Sscnon 5.4 (A.-.alys-.s]. 

5 2.-1 Co.n/j/.itT A'o. J (l-Tipinaers). Due to 
t^ii: Idigc quantity of hquid ir.volved. the 
l e j i t r m a y place Lhe-icipLigtr solutions in 
several conlai.icrs. Clean each o l the first 
three impingers and connecluig glassware in 
Old fol lowing manner. 

1. Wipe the impinger ball joints free of 
silicone grease ar.d cap tbe Joints. 

2. Puiotc Jnd Bgilale each impinger, l o l.'iat 
Hie impinger conlenis might serve as a nnsti 
solution. 

3. Transfer the contents of lha impir.ge.'s lo 
J 5iX>-nil graduj ied cylinder. Remove the 
Outlet ball joint cap and drain the co.nte.tts 
l luouij l i tills b|ien.iiit{. Do not separate I.Se 
iiii;iiii}:er pans (inner and outer lubes) while 
I r . insfernnj iht-ir conle. i t i to the cylLider. 
.Mua-u.-t the l i i juid volume to w.LKjn i 2 ml. 
AIiLri i . i i tvely. dr i i -nni i ie the weight of the 
li>iiii,l to wi ih j i i 2:0.5 g. Record in the Ic j the 
v.ilunie or weight of lhi> liquid present, along 
Wi:)i .J . lu l j i io . i of nny color or film obae.-ved 
ill i!:i; iin;iiiii;er catch. The liquid volume or 
wi-i;:lil u i ieeilrd. along w i lh ll\c si l i f . l rfel . 
•I l la. to calculute the slack jns moisture 

' i l f i i ! (ii-e Methnd 5, Fixu^e 5-3). 
I. Tn i i i j fe r liie cu.'iicnis 10 Conl j i i iur No. 4. 
;>. f.',./ic. In au-ps !> a i i j C below, i i,oisiira 

M-.il i .- iunl Ihe total ainonnt uf D.I .N l i N O i 
im-.l f.ir nn i in i i I'oiir . ipyruxii init i ' Iy 30 ml of 
l l . l N 1 I . \ 0 , inin cucli of the first th.-ce 

hvpingcrs and agilale the Impingers. Drain, 
the 0.1 N HNO, through the outlet arm of 
each impinger into Container No. 4. Repeal 
this operation s second time: inspect the 
impinjerJ for any abnormal condilions. 

6. Wipe Ihe ball joints of die glassware 
connecting Lhe impingers free of silicone 
grease and rinse each piece of glassware 
twice wi ib 0.1 N H N O i : transfer this nnse 
fcilo Cc.itai.ier .No. 4, {Do no l rinse or brush 
the s lo i i - f r i i t ed f i l l e r suppor t ] Mark the 
height of Ihe fluid level to determine v/hel!itr 
leaJcage occur; duruig transporc t j ibel the 
container Io clearly id tn i i f y its contents. 

5.2J Blanks. Save 200 ml of the 0.1 N 
KNO, used for sampling and cleanup as a 
blank. Take the solution directly from the 
bottle being used and place into a glass 
ump le container labeled "0.1 N HN'Oi 
bULaJc,-

3.3 Sample Preparation. 
SJ. l Cc i io iner No. 1 (Filler). Cut Ihe fi l ler 

into s3-lps and transfer the strips and all 
loose parti:-Jale matter inio a 125-inl 
E-lenmeyerEasIc Ri.ise the peLn dish with 10 
ml of 50 perceci H.N'0, to insure a 
q u o l i u t i v e L-ansfer and add to the flask. 
(Note: L' i e total volune required LT Section 
SL3J is expected to exceed 80 ml, use a 2S0-m] 
LHerjT.eyer flask m p.'ace of tbe 12i-ml flas'ic) 

5.3.2 Contsinera .Wo. Z and A^o. < (Probe 
and Impingers). (ChecJi the l iquid ievel in 
Containers Na. 2 and/or No. 4 and confirm £s 
to wiielher cr nut leakage ocrarred du.-ing 
transport: note observation on liie analysis 
shet:'. I f o nc!:ceDble aicounl of leakage hod 
occii.-Teri. eii-^e.* void Ihe u m p l e or lake 
steps, subiect to the approval of the 
Adnimisratcr . to adjus; the final results.) 
Combina die conte.its of Containers Nn. 2 
and No. 4 ar.d take to dr>'ness on R hot plate. 

5 J J Sample Extraction Icr lead. Bailed on 
the approxi.'^ate stack gas parl icalale 
concenaauon and Ibe total vo!ur=e of stack 
gas socpi 'ed esn.tiate the total weighi of 
p a r t c i i a l ! sample collected. Then transfer 
the residue frcia Contaixiers No. 2 and .No. -1 
to tbe 12S-ml Erienmeyer fiask that contains 
the fiiler us i r ; rubber pol ic :man and 10 mi of 
SO percent HNO, lor every 100 mg of sa.iiple 
collected in A t train or a minimum of 30 ml 
of 50 percent HNO, whichever is larger. 

Place the Erienmeyer flusk on a hot pfata 
and beat wi ih periodic stirrir.g for 30 mLi at a 
lempr.-aluro juai below boil ing. If the sample 
volume fal l ] below IS tr.I, add more 50 
percrnt H N C A d d 10 ml of 3 percent H iO i 

- and continue healing for 10 mm. Add 50 c i ! of 
hot (dO'C) deiuni icd distil led water and heat 
for 20 tr.in. Remove die flnsk from Ihe hot 
pUle end allow lo cod . Filter thn sample 
thiijugh a S^iU.pare mcmbrtine filter or 
equjvalont ar.d transfer Lhe filiiai* to a 250-
ml vcluiseL'ic ll i isk. Dilute to volume wi th 
deiorJzed disr.lled water. 

5.3.4 Filter HIank. DeiermiMe a filter bh i i k 
tuing two fillers from each lot cf filters used 
ia tiie sanipl;: j - train. Cut each filter into 
strips and p'ece each filter in i se.iHralo 125-
ml ELrlemi-ye: fiiijk. A i l J 15 ml of 5J percc:)! 
H N O . and t r i j l as described in Seclion ^.J.3 
u>ini! 10 ml cf 3 pi'rceiil I d U i and 50 nil of 
bot. dr ior. i ied Jisii.'led wnic.'. Filler <ii;d 
ildute 10 ll loal VIllume u! 10t< nil using 
deioni:ed dij: i l ! i-d wnicr. 

5.3.5 0 1 N HNO, blank. Take L'lo ci i t i io 
£00 ml of 0.1 NH.NOj lo dryness on a slcn.ii 

bath, add IS ml of 50 percent FINO,. and tntal 
as described in Section 3.3.3 using 10 ml uf 3 
percent H,0> snd SO ml of hot. deionized 
disli l led water. Dilute lo a total volume uf 100 
ml using deionized disti l led water. ' 

5.4 Analysis. 
5.4.1 Lead Determination. Calibrale the 

•pectrophoiomeler os described in Section 0.2 
and deiermine Ihe absorbance for each 
source sample, lha fi l ler blank, und 0.1 N 
HNO, blank. Analyze each sample three 
Umes in this manner. Make appropnaie 
dilutions, as required, lo bring uU sample Pb 
concentrations into Ihe linear absorbance 
range of the spccixophotomelrr. 

If Ihe Pb concentration of a sample Is al the 
low end of the calibration curve and high 
accuracy Is required, ihe sampU can be taken 
to dryness on a hot plate and the residue 
dissolved In Ihe appropriate volume u( wa ler 
lo bring i l into ihs optimum runiju of thd 
calibra lion curve. 

S.4.Z Mandatory Check (or Matrix Effects 
on the Lead Results. Tha analysis fur Pb by 
atoirjc abso.-pron is sensillvo lo the chemical 
eomposilon 3Jid lo ihe physical properties 
(viscosity. pH) of tho sample (mairLX effects). 
Since tbe Pb procedure described here wi l l be 
applied lo many d i f fer tn l sources, man'/ 
sample matrices w i l l be encountered. Thus, 
checlcfmandaloryj at least one sampit; from 
each source using the Method of Addii iuns to 
ascertain that the chemical co.Tipas:t:c<n ond 
physical properties of l i i r sa.-npic die not 
cause enoneous analytical results. 

Three acci^plablu "Method of .•^ddinofis" 
procedures arc descnbcd ii i I h : Ci.-.'.c:a! 
Procedure Section of the Perkin t i m t r 
Corporation Manual (see Cltai ionS.l). If the 
results of the Method Df.fddii ions procediiri] 
or. ihe source sample do not a^rce wUhin 5 
percent of the value obtained by the 
conventional atomic absorption analysis, 
then the tester must reanalyze all samples 
from the source using the Method of 
Addii jcns procedure. 

5.-S.3 Con/uiner/Vo. J (Silica Cel). The 
tester may conduct this dep In the field. 
Weigh Ihe spent silica gel (or silicu gc! plus 
impinger] lo the neurest 0.5 g: record this 
weight. 

B. Calibration. 
Mainiain a laboraiory log of all 

calibrations. 
0.r Sampling.Train Calibration. Calibraiu 

Ihc sampling Irain coniponenls arcordirg lo 
the indicated seclions of Method 5: Probo 
No i i l e (Section 5.1): Pilot Tube (Section SIJ; 
Metering System (Sectisn 5J); Probe Keuler 
[Section S.4): Temperature Cau i ;» (Si-cl i j i i 
5.5); Leak-Check of Ihe Mrtcnn» Syste.ii 
(Section 5.0): and Daromeler (SiCtioii 5.7). 

. 6.2 Speclropholomeler. Measure the 
absorbancc of Ihe standard soluucns usin,; 
Ihe instrument sellings rrcnnimL'nded by L'lu 
sprrlropliolonielrr manufacture.-, ."lepeul 
until good agreemrnl ( ± 3 pcrri-ni) is 
obtamed belueen iwo consecmiie leaillngs. 
r iot the absurbunce jy-axis] versus 
coiic;nirstlun in |ig Pb/mt (a-ii.tis). Draw or 
eompulo a slrai^'hi Jme ihroi.^^ the liiiei.>r 
poi'tioii uf ihi: cuivc. I)u not force it<c 
calitiralion r.uivo UiiouKh zein. but if Uia 
curvi-e dues nut pass l l i icugh the o.- . i : ! j i at 
K-iisl lie cluser lu lha on^.n than rU tx l J 
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^ ' 'orbancc uniK. check for incorrectly 
( ,ured t iandirds and for curvature in the 

kal ibiat ion cuive. 
To deiermine siebiliiy of the calibration 

curve, run a b l ink and a standard after every 
live samples and rrcalibraie, as necessary. 

7. CoJculoiions-
7.1 Dry Cas Volume. Using llie dc la f rom 

this lest, ci i lcul i le V. i , , . ! . the total volume of 
dry ttus metered correcled to i l»ndard 
conditions (20"C and 760 mm Hg), by using 
Equaiion S-1 of Mediod 5. If necessary, adjust 
V. i , . . i for leakages at oulli i ied in Section S.3 
of Method 5. See die field data shed fnr the 
average dry gas meter teinper<iturc and 
average orifice pressure drop. 

7.2 Velum.: of V/aler Vapor and Moisture 
Cunlent. Usuig dula obi i ined in Uiis test and 
t i iu i i t ions 5-2 and 5-3 of Ntcihod 5. calculate 
the volume uf waier yupor V.i,,^)) and Ihc 
niij isiure conieni B „ oi ihe tIacV gas. 

7.3 Total Lead ir, SCLJ-CC S^.•nplf. For each 
source sample correct die average 
absorbancc for ihc contr.bulion of the filler 
blunk and the 0.1 N HNO. b lank Ute the 
c^l ibrai ian carve and th.is corrected 
absorbance lo determine Lhe ;ig Pb 
coneenlratioQ in the sample aspirated into 
the tpociropholometer. Calculate the lolaj Pb 
content C'r^ (in ugl i.'. the o.-iginal source 
sar.iple: correct for t i l the diluiians thsl were 
Cade to bring Uic Pb ccr.ccr.iratiun of ;he 
sample into i l i t linear range of the 
" le t i rcpt io toceisr . 

7.4 Lead Concenlrallon, Calculate ihe 
stack gas Pb concentralion Cn, in mg/dccm 
as fol lows; 

C,v-K C%»_ 

Where: 
K = 0 001 mg/;ig for metric units. 

»»2.205 Ib/ j jg for English unit*. 
7.5 I iok in t i i c Variat ion and Acceptable 

Results. Same as Method S, Sections 6-11 and 
fi.l2. respeciively. To calculole v „ Ihe average 
slack gas velocity, use Equation 2-9 of 
Method Z and the data from Ihis field lest, 

t . A l l t rna t i va Test Methods [o r Inarsonic 
U o d . 

S . l ' Simuftaneous Oelerminatian of 
Particulate and Lead Emissions. The tester 
may use Method 5 lo t imufluneously 
dcieritiinc Pb provided liiat (1) he uses 
acetone lo lenove particulate from ihc probe 
and inside of the filter holder as specified by 
Method 5. [2! he uses 0.1 N H N O . in the 
impingers, [ i ] he uses t glaia fib^r filter w i th 
t low Pb background, and (4) he treats and 
analj-zes Ihe entire train conte.ils, including 
Ihe ir.Tpi.igers, for Pb as described in Seclion 
5 of ihiii meiliod. 

8.2 Filler LocatiorLThe tester may uie a 
filler between the third and fourth impinger 
provided that Ke includes the fitter in the 
analyi i? for Pb. 

B.3 [n-!iack Filler. The tester may use an 
in-«iack filter pro^'ided Ilial (:] he uses a 

glass-lined probu and at leasl two impinsers. 
each containing 100 ml o f 0.1 N HN'Oj. after 
ihc In-alack filler and (2) he recovers and 
analyzes llic probe and Impinger conicnis fur 
Pb. Recover cample from the nuzzle w i i i i 
acetone if s'parl iculnlc analysia i> lo be . 
made. 

i - Bfbliography 
9.1 Fcrkin Elmer Corporation. Analy l ica l 

Methods for Atomic Abcorpt ion 
Spectrophotometry. Norwalk, Connecticut. 
September 1976. 

9.2 AmericHn Society for Testing and 
Materials. Annual Book of ASTM Standards. 
Pan 31; Water. A imoipher ic An i ty^ i : . . 
Philadelphia, Po. 1074. p. 40-12. 

• 9.3 Klein, R. and C H u c h . S l a n d a n l 
Addillons->—Uses and Limil i i i ions in 
Speclropholometric Ana ly t is . An\er. Lob. 
St.Zi-27.1077. 

B.4 Mitchell. W.J. and M.R. Midgei i . 
Delermining Inorganic and Alky l Luad 
Emissions from Stationary Sources. U.S. 
£.ivironmental Protecuon Agency. EmiSiiun 
Moniloring and Support Laboruior)-. Re>eurch 
Triangle Park, N.C. (Pretenicd v l N.i i imial 
APCA Meeting. Houston. June 2D. 1971;;. 

9.5 Same as Method 5, Citations : to 5 
and 7 of Section 7. 
• • « -• • 
(Sees. 111. 114, and 301(a) of the Clean . \ i r 
Aci aa amended (42 U.S.C 7411, 7414, and 
7603(a))) 
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ENVIRONMENTAL PROTECTION 
AGENCY ^ i -

i - . 

40 CFR Part 60 

[AD-FRL-2620-31 A C p C 

Standards of Performance for New 
Stationary Sources; Reference 
Methods; Revision to Method 12 for 
Inorganic Lead To Add a Method of 
Additions Procedure 

AGENCY: Environmental Protection 
Agency (EPA). • 
ACTION: Final rule. 

SUMMARY: The purpose of this action is 
to promulgate a revision to Method 12 
for inorganic lead of Appendix A of 40 
CFR Part 60 to include a method of 
additions procedure, which deals with 
the resolution of any possible -
interferences in'the lead analysis. This 
revision is necessary because it has 
been determined that the method of 
additions procedures previously cited by 
Method 12 may not be readily available 
to the analj-st and were nof suitable for. 
incorporation by reference. This revision 
was proposed in the Federal Register on 
December IZ 1983 (48 FR 55395]. No 
changes in the revision bave been made 
since proposal, aa no comment letters 
we.'e received. 
EFFECTIVE DATt: August 24,1984. 

Under section 307lb)(l) of the Qean ^ 
Air Act, judicial review of this revision 
is available only by the filing of a • 
petition fot review in the U.S. Court of ^ 
Appeals fbr the District of Columbia -•' = 
Circuit within 60 days of today's 

StJPPLEMENTARY INFORMATION: This 
-'rulemaking does not impose any "i." 
' Additional emission measurement r-.-- •• 
requirements on facilities affected by — 
this rulemaking. Rather, this rulemaking 
adds a supplementary analylical . -; 
procedure to a test method that would -
apply irrespective of this rulemaking.- • . 
This addition is necessary because the ..' 
supplementary analytical procedure, :"• -
which was previously cited by the -;.v ."; 
method, is not suitable for incorporation 
"by reference.' • - . "' ~-

Public Participation i • ~_.-v ' 

rule will not have a significant economic 
'. impact on small entities because no 
- Additional costs will be incurred. This 

rule does not contain any information 
. collection requirements subject to O.VIB 

review under the Paperwork Reduction 
.. Act of 1980 U.S.C. 3501 ef zeq. 

• This rulemaking is issued under the 
- authority of sections 111, 114. and 301[a] 

. of the Qean Air Act, as amended (42 
; U.S.C. 7411, 7414, and 7601{a]). 

I'-list of Subjects in 40 CFR Part 60 

iiAir pollution control. Aluminum, 

.'̂ JUrin L Aim. 
'Ajtiing .^dninisantar. 

PART 60—{AMENDED] 

: . - -40 CFR Part 60, Appendix A Method 
.'12, is amended as follows:^ 

l.'By revising Section 5.42 to read as 
-follows: 

publicalion of this ride. Under section r 
307(bK2) of the a e a n Air Act, the 
requirements that are the subject of .---• 
today's notice may not be challenged .,. 
later in dvil or criminal proceedings "* ' 
brought by EP.\ to enforce these c •-";• i"?' •'. 
requirements. .'..4 ..̂  %.. .,^.;;..;-,j ^ 
ADORESSES: Docket. A (JockeCriumber " 
A-83-3a. containing materials '—'•'- •• 
considered by EPA in development of 
the promulgated rulemaking, is available 
for public inspection between 8:00 a.m. 
end 4:00 pjn., Monday through Friday, 
at EPA's Central Docket Section (LE-
131), West Tower Lobby, Gallery 1,401 
M Street. SW.. Washington, D.C. 20460. 
A reasonable fee may be charged for 
copying. 

FOR FURTHER INFORMATION CONTACT: 
William Crimley or Roger Shigehara, 
Emission Measurement Branch. 
Emission Standards and Engineering 
Division (.\JD-19), U.S. Environmental 
Protection Agency, Research Triangle 
Park, North Carolina 27711, telephone 
(919) 54-1-2237. 

"- , vriuAmmonium sulfate plants. Asphalt 
The revision was proposed and ~. ' i j - -^ Cement industry. Coal Copper, Electric 

published in the Federal Register on .̂ ""̂ ;-_"power plants. Glass and glass products, 
December 12,1983 (48 FR 55395). The " .-•;.: Grains. Intergovernmental relations, 
opportunity to request a public hearing -i-lron.Xeal. Metals, Metallic Minerals, 
was presented to provide interested ^ ">lotor vehicles. Nitric add planU, Paper 
persons the opportunity for oral t . 0 . - - a n d paper products industry. Petroleum, 
presentation of data, views, or .-;- r Phosphate. Sewage disposal. Steel 
arguments concerning the proposed •',——SuHiiric add plants. Waste treatment 
revision, but no person desired to make -§=^3 disposal. Zinc Tires, Incorporation 
an oral presentation. The public - ^ -̂  '\,y Reference, Can surface coating, 
comment period was from December 12, j:-^nlfuric add plants. Industrial organic 
1983, to February 27.1984. No comment". i i ^ c a l s . Organic solvent deaners, 
letters were received. '^-^. .Jv-'^ joss i l fuel-fired steam generators. 
Docket '"'Ir'y.r'^'Fiberglass Insulation. Synthetic Fibers, 

The docket is an organized and . - - . - • 
complete file of the info.ination - • - - .- .-.-Dated: August 2.1964. 
cor.sidered by EPA in the development 
of this ndemaking. The docket is a ~ ' 
dv-namic file, since material is added 
throughout the rulemaking development 
The docketmg system is intended to 

"laTow members of the public and .'••'.• 
' 'industries ir.volved to identify readily "' 
.'. and locate docmnents so that they can . 
..'; intelligently and effectively partidpate 

in the rulemaking process. Along with -
, the statement of basis and purpose of _.: 
- the proposed and promulgated rule and 
• EPA responses to significant comments, 

(he contents, of the docket will serve as 
-- llhe record in case of judicial review . , . 
.; ISection 307ldKr)(A)). 3;,-.:- ; 

jMSscellaneous '•_ 
^: •: Under Executive Order 12291, EPA ;. _ 

must judge whether a regulalion'ia 
"major" and therefore subject to the .. . 
requirement of a regulatory impact ..' 
analysis. This regulation is not major °r: 
because it will not have an annual effect 
on the economy of SlOO million or more: 
it will not result in s major increase in 
costs or prices; and there will be no : 

.significant adverse effects on .' ̂  -'•' 
com.petition, employment, investment, 
productivity innovation, or on the ability 
of U.S.-based enterprises to compete 
with foreign-based enterprises in 
domestic or export markets. This 
regulation was submitted to OMB for . 
review under EO. 12291, 

Pursuant to the provisions of 5 U.S.C. 
605iu]. 1 hereby certify that the attached 

^ -§5.4.2 Oieck for Matrix Effects on ttie 
Lead Results. 

:-:'• "Since the analysis for Pb by atomic 
'I absorption is sensitive to the chemical 
- composition and to the physical 

. _ -properties (viscosity, pH) of the sample 
•J (matrix effects], the analyst shall check 
; 'at feast one sample from each source 

;''. -vsing the method of additions as • 
;:""• - follows: 

Add or spike an equal volume of 
.-' ~ ttandard solution to an aliquot of the 
..- 'sample solution, then measure the -.' 

.absorbance of the resulting solution and 
tiie absorbance of an aliquot of 
unspiked sample. 
. Next, calculate the Pb concentration 

- C, in >ig.'ml of the sample solution by 
using the following equation: 

C.=C 
A , - A . 

Eq. 12-1 

Where: 
C,KPt] concentration of the standard 

•oiution. fiilni'i-
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rate tables, which are proposed ' ' 
amendments to the International Mail . --
Manual (incorporated by reference in 
the Code of Federal Regulations. 39 CFR 
10.1). and which are to become effective 
on the date service begins. No 
comments were received. 

Accordingly, the Postal Service s ta tes ' 
that it intends to begin Express Mail' 
International Service with Norway on 
October 23.1984 at the rates indicated in 
the table below.- • • • . • . 

List of Subjects in 39 CFR Part 10 

Postal service. Foreign relations. •• -'*-

NoRway.—EXPRESS M A I L IKTERHATIONAL - -.. 

SERVICE ~ ' . " . '.' '• 

Cufiom doignae n n c a •.* . 

U p t o a n e m u l n g ^ i 

Powidi -

• ; • -

a ._ .. 

I A 

5 1 • • 

1 7 

" 
U 

f ^ 

R«« 

S2t.0O 
S1.70 
3 S « 
saw 
ttJO 
a c j o 
sa.20 
33JO 
S7iao 
B I X 
as 00 
m x 
7140 
TB.W 
Tsao 

O n d n n l M n a * ' , „ 

. - U » l o i n d > e M i 

Found* 

• . ' . ' ; . • ~ - • ' 

A - • -

-f 

a . . . . _ . . 

« < • 

t t 

f » 

i l 

» 
- iC 

ns-.-r» 

fam 

SDiJO-
.2X70 
27 40 
JT.10 
3« ja 
MJO 
4 2 X 
4SJ0 
.attjao 
saso 
$7 0 * 
SOLTO 
S4.40 
W.10 
n j o 

(39 u s e . 401. «M, 407) ' • 
W. Allen Sanders. 
Associate General Counsel Off ice of General 
Low and Administration. 
(Fit Doc tt-ZSAT FiM 9-n-M: %*i • n j 

•ILUHC COOE 77te-U-M 

ENVIRONMENTAL PROTECTION 
AGENCY 

40 CFR Part 60 ' 

lAO-fRL-2620-31'^ " 

StantJards of Perfonnance for New . 
Stationary Sources; Reference - - . - . 
Methods; Revision To Mettwd 12 for 
Inorganic Lead Te Add a Method of 
Additions Procedure 

r* C o r r e c t i o n ' ' ] " ' . • 

'.' In FR D o c 84-21131 beginning on page 
33B42 in the issue of Friday, August 24, 
19B4. make the foUovnng correctioo: In 
column three, the equation al the bottom 
of the page should read: .' - . 

• : . . ' ^ ^ : • ^ - • . ' - . : , - . - • . • . " " . ' . • r : . 

c « " r • * s ' -"• ' • . ' • • ' r :. 

WUJNG CODE n o s - n - M 

19_ 

ZL . 

24-
2 S . 
2 8 -

r7_ 
2 B -

aaso 

ao.to 
•4 so 
9SJ0 

icB-oe 
,105.70 

109.40 
11110 
ii«.eo 

123 so 

127 JO 

! i « -

2 3 -
24_ 

7SS0 
I 7BJ0 
) K S O 

a&so 
•OJO 
U M . 
IT.70 

101.40 
10S.10, 
lOSSO 
IIZSO 
11S.Z> 
119.M 

M 

• 1 

ra 
•a 
» 4 
•K . — • 
M . . . 

1 
<n ' • -
.<• . 

1 
- • 

A t 

111 I D .< 3 * 
IKJO J SO 

142.70 
14S.« 
isaio 
tsiao 
1S7S0 
1«IJD 
IS4S0 
laaao 
t 7 i » 
U«00 
ITS 70 

tS7.HI 

-w 
T > 

1 4 

-K ' ' ' 
^ m . . • •> - • 

17 -
•m 
• « • • 

* A , , _ - „ • • -

A r • -

4 J 

12S.60 
«TJO 
ISl.00 

13B40'. 
142.10. 

i4aJD. 
1S3.2Qr 
16SJ0 

i a 4 ^ 
iaa.oo 
171 70 

' * « t i M an weOalM Is u O i P M * c f ' 

S t n n t « y I ( r o r a n g tet M n o r b> Ih t i 
»i«o Bo« O n e * . 7 . • • • • • • , 7 . ' 

» « H t • i x d a a S«rv«« A n v m n l i 
adokd cna i^ a ts.ao i v tmiti nekvo H 
aw luncw ol pacw pckM up Oomnac ana 

A^T^V • * " O r t or^if ana pc«Ml ffiaffla. 

A transmittal letter making these • -̂
:banges in the pages of the International 
Mail Manual will be published in the ' ' 
Federal Repstcr as provided In 39 CFR-
10.3 and will be transmitted to 
subscribe.-* automatically. 

P=.0033+(L/H.200)Mons/fl' . . . for Great 
Lakea sununer icrvice or service on - ' ' -
partially prolecied waters. " • > 

P=«»+(L/1309)'metric l o n a / i n ' . . . for ' 
Great lakea summer service or service oa 
partially protected waters. 

Dated: Seplembcr IB. 19M. -. . 
Qyde T. Lusk. )r , • * • .' 
BearAdmiTv}, VS. Coast Guard Chief. Office' 
of Merchant Marine Safety. - ' • 
IFK Dgc at-zsai: K M ».n-a4.- ku •m) 
MLUHG cooc ano-w-ai :--; I : ' ' .::. :.-.; '. ' .-

FEDERAL COMMUNICATIONS • ' ' ' I ; ? ' 

coMuisstoN --,:.;. "•:::,..:".V.'J.'• 
47 CFR Part 1 - ' ' '-• ' • = • • " - • ' ^ ^"^ ^ 

•- »-i;'=- I :-' 
Amendmetrt of Part 1 of the Rule* ,-; 
Conceming Practice and Procedure I n ' 
the Private Radio Services •' -^: •' • =-* 1 

DEPARTMENT OF TRANSPORTATION 
r 

Coast Guard .,-• ^ . . -

46 CFR Part 170 
ICtSO 79-0231 -•* • 

Sut>dtvision and Stability Regulations ' 

AGENCY: Coast Guard. DOT, . . 
ACTION: Final rule; correction. ' 

SUMMARY: This document corrects three .. 
incorrect deiirutions in the final rule - 1 
issued November 4.1983.. - r 
FCR FimTMER tHFORMATION CONTACT: 
Lt. Albert W. Horsmon Ir., Commandant.-! 
[G-MTH-5/13), Room 1308, U 5 . Coast -.. 
Cuard Headquarters , Washington. D . C , 
20593. {202) 426-2187. - . - : ; . . ; ;. 

Discussion of Correction - : . -

1170.170 (Amend^Sl . • " . - _ • i .:: o -, 
,̂ In the Federal Register of November 4 , ' 
1983. page 51014, tome definitions for > 
the coefTicient P in the inequality 
defining GM In { l/0.170(aj are incorrect 
due to typographical errors. 'The second, 
third, and fourth definitions for P a r e 
corrected to read: -- -• 

P- .055-KL/l309) 'metrictons/ni" . . . for . 
ocean service. Great Lakes winter 
sen'ice. or service on exposed waters. 

AGENCY: Federal Commimicationt. .î ,.ii,-.Y. 
Commission. • - •- : .: r - .'- -..-: 
ACTION: Final ruWconiictJoii .-^ " "TJiA':-

SUMMARY:Tbis document corrects sn'-f ^^ 
error in the Appenctix to an amendment ' : 
of the rnles of practice and procedure in ~ 
the PrivateTladio Services. - • - ' * •' "̂  

KMIFURTXER WFORMATKM CONTACT: :u •? 
Robert De'^oung. Private Radio Bureau, 
(202)632-7175 - / . — •-.--- . v . j - r - : L : : • 
Mary Beth Hess, I>rivate Radio Bureaa^ .-

(202)634-2443 • •••.--•: : - ; . 

SUPPLfMENTARY INFORMATKMC'; - '.:, 

Erratum -',- . \ .-. •:_:_•..'.; •;.•;•. ;••*. 

• Reieaaed: Septeinberl7,1084.-' ' y ' ' " " ; ' . 
In -tfie matter of amendcienl of Part 1 of Ihe /. 

Rules concemins Practice and fYocedme in ' .-* 
the Private Radio Services. : --" ' •.--•••_' 

On July 24.1984. the Coriimission ' \ ' \:^ 
released an Order (FCC 84-323) (August ' 
2,1984.49 FR 30943) in the above- : - • '^ 
captioned proceeding. Section 1.925(f), w 
(g) and (h) were printed iocoixectly in .3o.'-. 
the Appendix. Those paragraphs should ' 
read: ' ' ' . ' - ^ ' ' ' ' 

i ^S2S AppOcatlon for special te inponry__ 
tutt iortzation, temporary permit or ' '** -:- ' 
temporary operating auttMrlty. - , '. ,...,.> . ,-
• . . • . . - • . i - . ; • ' - . • . • . - - . . • - • • • y — • " ' 

(f) An applicant for a Ship Radio' ' ' " 
station license may operate the radio'':;.'. jJ 
station pending issuance of the ship ' 
station authorization by the Commission"-
for a period of 90 days, under a 
temporary operating authority.""""-''"•-'•'' ^ 
evidenced by a properly executed • • • ' •} 
certification made on FCC Form 506-A. ' " 

[g] An applicant for a Business Radio 
station Ucense utilizing an already ."''.:.".>.'• 
authorized facility may operate the ' - . -
radio station for a period of 180 days. - .--
uiider a temporary permit evidenced by 

... a pn 
o n F 

; forrr. 
'• Icpt; 

coo: 
Con 
ofs-

' wit l 
. will 

. . ma? 
-' pov 
. ' oI2 

'.7 ter; 

^>> c 
,,s iici 

• : Spi 

y . lie 
' ."'. rai 
^ - da 
i " - ev 
•sj".ce 
-TT' in-

v ; l St 
.•^ . a : 

^^"" is 
v"^ al 
ti '^-. a' 

-.U -̂  * 

• ^ F. 

• : I 

I r 

if 




